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*** file opened Thu Apr 09 04:08:19 2015 ***

Started by

Instrument Internet name

Instrument model
Instrument service number - 0000

Workstation internet name - KNXDXNDFSO1

Analysis started at:

- Xcalibur

- DFS MS
- DFS MS

09-Apr-15 04:08:18

Analysis will stop at user request

Firmware Version:

MCAL file name:

Sequence : 102913KLR 150409011218

1.03

mcall.cal

MID procedure: 5W_DB5_FC43_ SINGLEGC OCDF

Mid Time Windows:

Start
# 1 12:00
# 2 34:16
# 3 42:12
# 4 47:03
# 5 52:30

Mid Masses:
Window # 1
mass
303.9016
305.8987
313.9834
313,9834
315.9419
317.9389
319.8965
321.8936
327.8847
331.9368
333.9338
363.9802
363.9802
375.,8364
Window # 2
mass
313.9834
313.9834
339.8597
341.8567
351,9000
353.,8970
355.8546
357,8516
367.8949
369.8919
375.9802
375.9802
409,7974
Window # 3
mass
373.8208
375.8178
375.9802

min
min
min
min
min

F

1

F
1

F

2

Lo O BN A V]

Measure

:16
: 55
:51
: 26
142

int gr

NN
O O =

N N
PoouuvuiRrRErROOU

int
20

N
o

NN
HPoouiuirRFRUITURE

PRBPRRRREBRRBRP AR

PHPRPRRBPERBRRRB B R

Q
L

min 34:16
min 42:12
min 47:03
min 52:30
min 57:12

time (ms)
124
124

24
24
124
124
124

146
146
29
29

146
time (ms)

146
146

End

min
min
min
min
min

Cycletime

1.00
1,00
1.00
1.00
1.00

sec
sec
sec
sec
sec
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375.9802 20 1 7
383.8639 5 1 29
385.8610 5 1 29
389.8158 1 1 146
391.8127 1 1 146
401.,8559 5 1 29
403.8529 5 1 29
413,9770 ¢ 20 1 7
413.9770 20 1 7
445 ,7555 1 1 146
Window # 4
mass F int gr time (ms)
407.7817 1 1 146
409.7788 1 1 146
413.9770 1 20 1 7
413.9770 20 1 7
417.8250 5 1 29
419.8220 5 1 29
423,7767 1 1 146
425,7737 1 1 146
435,8169 5 1 29
437.8140 5 1 29
463.,9738 ¢ 20 1 7
463.9738 20 1 7
479.7165 1 1 146
Window # 5
mass F int gr time (ms)
425.9770 1 20 1 7
425,9770 20 1 7
441,7428 1 1 146
443,7399 1 1 146
453,7830 5 1 29
455,7801 5 1 29
457.7377 1 1 146
459,7348 1 1 146
469.7780 5 1 29
471.7750 5 1 29
501.9706 ¢ 20 1 7
501.9706 20 1 7
513.6775 1 1 146

MID Window terminated after 34.283333 minutes
MID Window end time was 34.,280000 minutes
MID Window terminated after 42.200000 minutes
MID Window end time was 42.200000 minutes
MID Window terminated after 47.066667 minutes
MID Window end time was 47.060000 minutes
MID Window terminated after 52.500000 minutes
MID Window end time was 52.500000 minutes
MID Window terminated after 57.200000 minutes
MID Window end time was 57.200000 minutes

Tune file name: C:\Xcalibur\System\DFS\MSI\tune2.DFSTune

DFS - Parameter

ACCU 1000,0000 BCORRS 0.0169 BMASS 310.4834
BQUAD 1.1000 CAPIL 0.0000 CAPTSET 200.0000
CCURR 0.0000 COUNTING 0.0000 DELAY 0.0000
DRAW -25.0000 DRAWC 0.0000 DRAWS 0.0000
DYNVOLTAGE 16.0000 ECORR 1.0001 ECURR 1.0000
EDAC 7969177.0000 EDACG 0.9995 EDACZ 4144.0190
ELEN -45,0000 EMULT 1652.0000 ENS 239.0000 :
ENSBR 1.1000 ERATIO 1.0000 ESA 679.0600 ‘
ESIPAR . 0.0000 EXS 170.0000 EXSBR -1.1000 ‘
FDMA 18000000.0000 FILTER 100.0000 FLENS 1.0000
FM 375.8364 . FMII 50.0000 FQUAD 5.4000
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FQUADGAIN 0.2000  FREQ 400.0000 FSLOPE 36000000.0000
FVANAL 0.0039  FVINLET 0.0458  FVSRC 0.0477
FWIN 0.7000  HCURR 0.0000  HVANAL 0.0000
HVSRC 0.0000  ICALO 0.0011  ICAL1 0.4030
ICAL2 0.5865  IONEN 0.0000  IST 0.0000
ISTC 260.0000  ISTS 260.0000 LENS_POT 686.0000
LENS_SYM -6.0000 LM 375.8364  LMII 500.0000
LMASS 310.4834  LKM 425.9770  MASS 310.4834
MDAC 3567486.3716  MRANGE 1252.5112  NSAM 200.0000
NSCAN 2662.0000  NSMAX 8.0000  NSMIN 66.0000
NPEAK 13,0000  MULT -2.0000 PSAM 10.0000
PUSHER -11.0000  RECURR 0.9035 RELEN 0.0000
RES 9900.8065  RPUSHER -10,9817  RDRAW 0.0000
RDRAWC 0.0000  RWIN 2.0000  SCIDLE 0.0000
SHIELD_POT 710.0000  SHIELD_ SYM 0.0000  SHIGH 180.0000
SKIM 7.0000  SLOW 60,0000 S8 2.0000
sW 0.1250  TANAL 0.0000  TCURR 0.0000
TD 3.0000 TS 0.0002  THRESH 2.0000
TIS 0.0010  TREF 80.0000  TSAM 200.0000
TSET 0.0000  TUBEL 0,0000  UROT 0.0000
USERVAR 0.0000  UTQ1 150.0000  UTQ2 190.0000
UTQ3 80.0000 VMASS 310.4834  XLENS_POT 854.0000
XLENS_SYM 8.0000  YLENS_POT 692.0000  YLENS_SYM

-2.0000

1441 of 2308

.5e-005 mbar
.2e-008 mbar

Source Gauge: 3
6
3.9e-003 mbar
4
4

Analyzer Penning:
Pirani Analyse:
Pirani Source:
Pirani Inlet System:

.8e-002 mbar
.6e-002 mbar

Scantype is magnetic
Sourcemode is EI POS

: Resolution is 10485,
Regolution is 9875.
Resolution is 10074.
Resolution is 9754.
Resolution is 9900.

MID Time Window
MID Time Window
MID Time Window
MID Time Window
MID Time Window

Ul W NP

Amplifier Offset: 89,

**% File closed Thu Apr 09 05:05:32 2015
L]
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QUAN: d1150409i3.g0 Entries: 92

Data file(s) used

File: d1150409i3 09-Apr-15

Samp: WO=4104:74ce3 Meth=F80o Dil=1 Start : 04:03:45 2641

Comm: Inst=dlla/1259376 Batch=201504091i Ccal=D115032481

Mode: EI ESI + QI1MS UP LR Study : 1613/8290

Oper: LKM Inlet : LC

Disp: CHRO

Amount = (area * ref amnt) / (ref area * response factor); amount = f (reponse)

Response factors from guantitation file

Quan Actual Area Height Peak Peak Noise La Lab Integration
Masses Time Beginn End Value Pe Fac Baseline
319.8805 30:41 264661, 26523. 30:25 30:56 35, 1 1.0 AVV
321.8775 30:40 340800, 35276, 30:24 30:55 51. 1 1.0 AVV
319,8805 30:41 264661, 26523, 30:25 30:56 35, 2 5,0 AVV
321.8775 30:40 340800. 35276, 30:24 30:55 51. 2 5.0 AVV
331.9202 30:06 2209138, 229652, 29:51 30:21 119, 2 5.0 AVV
331.9202 30:36 2396717, 243391. 30:24 30:52 119. 2 5.0 AVV
333.9171 30:07 2795254, 289591. 29:52 30:22 115. 2 5,0 ABV
333.9171 30:38 2978249, 297291. 30:23 30:53 115. 2 5.0 AVV
327.8683 30:40 584899, 58888, 30:25 30:55 38. 1 1.0 AVV
327.8683 30:40 584924, 58888, 30:24 30:55 38. 2 5.0 AvVV
303.8864 28:41 404013, 43038, 28:27 28:56 49, 1 1,0 ABV
305.8834 28:41 519385. 55959, 28:26 28:56 45, 1 1,0 AVV
303,8864 28:41 404013, 43038, 28:27 28:56 49, 2 5,0 ABV
305.8834 28:41 519385, 55959. 28:26 28:56 45, 2 5,0 AVV
315.9261 28:39 3998283, 428497, 28:24 28:54 130. 2 5.0 AVV
317.9230 28:39 4946431, 525876. 28:24 28:54 132, 2 5.0 AVV
355.8368 40:34 1237755, 285840, 40:25 40:49 35, 1 1.0 AVV
357.8337 40:34 792616. 181472, 40:25 40:49 30, 1 1.0 ABV
355.8368 40:34 1237801, 285840. 40:22 40:49 35. 2 5.0 ARV
357.8337 40:34 792616. 181472, 40:25 40:49 30. 2 5.0 ABV
367.8765 40:33 2375994, 535211, 40:23 40:43 49, 2 5.0 ABV
369.8734 40:33 1481152. 332073, 40:22 40:48 43. 2 5.0 ABV
339.8427 38:44 2316920. 440288, 38:33 38:58 96. 1 1.0 ABV
341.8396 38:44 1472533, 286199, 38:32 38:57 75. 1 1.0 ABV
339.8427 38:44 2316920. 440288, 38:33 38:58 96. 2 5.0 ABV
339.8427 40:01 2175657. 471673, 39:52 40:16 96, 2 5.0 ABV
341.8396 38:44 1472533, 286199. 38:32 38:57 75. 2 5.0 ABV
341.8396 40:01 1378811. 301275, 39:52 40:16 75. 2 5.0 ABV
351.8824 38:43 4012844, 776719, 38:33 38:57 204. 2 5.0 ABV
351.8824 39:59 3980973. 857577. 39:45 40:15 204. 2 5.0 ABV
353.8793 38:43 2521414, 490609, 38:32 38:56 93, 2 5.0 ABV
353.8793 39:59 2489718, 538251, 39:47 40:15 93. 2 5.0 ARV
389.7961 45:21 1337436. 338314, 45:14 45:36 191. 1 1.0 AVV
391.7931 45:21 1054604. 265189, 45:11 45:33 74, 1 1,0 AVV
389.7961 44:51 1257325, 322086, 44:44 44:54 191. 2 5.0 ABV
389.7961 44:57 1248503, 313291, 44:54 45:12 191. 2 5.0 AVV
389.7961 45:21 1337436, 338314, 45:14 45:36 191, 2 5.0 AvvV
391.7931 44:50 1000578. 258495, 44:43 44;54 74. 2 5,0 ABV ;
391.7931 44:57 985628. 256208, 44:54 45:11 74, 2 5.0 AVV &
391.7931 45:21 1054604, 265189, 45:11 45:33 74, 2 5,0 AVV ‘
401,8358 44:50 2277537. 588859, 44:42 44:53 136. 2 5.0 ABV i
401.8358 44:56 2252005, 554483, 44:53 45:11 136, 2 5,0 AVV ;
401.8358 45:20 2446659, 607849, 45:12 45:35 136. 2 5,0 AVV ;
403.8327 44:50 1774148, 452320. 44:43 44:53 190. 2 5.0 ABV i
403.8327 44:56 1773204. 446025, 44:53 45:11 190. 2 5.0 AVV
403.8327 45:20 1940379. 486348, 45:12 45:35 190. 2 5.0 AVV
373.8021 43:56 2287139. 600169. 43:52 44:12 89. 1 1.0 AVV :
375.7990 43:56 1824912, 490625. 43:52 44:12 86. 1 1.0 AVV :
373.8021 43:49 2062811, 566975, 43:41 43:52 89. 2 5.0 ABV é
373.8021 43:56 2287139, 600169, 43:52 44:12 89. 2 5.0 AVV
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373
373
375
375
383
383

.

383.
.8447

383

385.
385.
385.
385,
.7555
425,
.7555

423

423
423
425
425
435
435

8021
8021
7990
7990
8447
8447
8447

8417
8417
8417
8417
7524

7555

. 7524

.

437,
.7921
407.
.7583
407.
407.
409,
409,

437

409

417
417
419

.

7524
7951
7951
7921

7614

7614
7614
7583
7583
8041
8041

.8010

419,

457

.

459,
457,
459.
469.
471.
441,
L7177
441,
L7177

443

443

8010
7148
7118
7148
7118
7545
7514
7207

7207

49:38
49:38
48:27
49:38
48:28
49:38
48:27
49:37
48:26
49:37
47:58
47:58
47:58
50:18
47:58
50:18
47:57
50:17
47:57
50:17
53:55
53:54
53:55
53:54
53:54
53:54
54:03
54:02
54:03
54:02

2010508,
1821587.
1659012,
1824912,
1973386,
2337122,
2067215,
1820442.
3683253,
4377336,
3875836.
3442354,
880940,
838417,
8974.
880940,
9794 .
838417.
17535.
1631677,
17432.
1553625,
16271902.
1547429,
1621902,

- 1226077,

1547429,
1166508,
1388989.
1096735.
3027714,
2418681,
1443053,
1613013,
1443053.
1613013,
2412930,
2671194,
2145804.
2326494,
2145804,
2326494,

527001.
424261,
441491,
490625,
534677.
598266.
547737.
425917,
1003799.
1123395,
1016719,
784256
175799.
165975.
1539,
175799,
1517.
165975.
3451.
318614.
3334.
302704.
350034.
340227.
350034.
241193,
340227,
227668,
298558,
210271,
652817,
471118,
360418,
394690,
360418.
394690.
626404.
679128.
537911.
574060.
537911.
574060.
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44:30
45:29
43:40
43:52
43:40
43:51
44 :28
45:27
43140
43:51
44:27
45:28
49:30
49:29
48:22
49:30
48:19
49:29
48:19
49:26
48:21
49:27
47:50
47350
47:50
50:09
47:50
50:09
47:49
50:06
47:49
50:08
53:48
53:47
53:48
53:47
53:47
53:47
53:51
53;51
53:51
53:51

44:55
45:52
43:52
44:12
43:51
44:11
44:48
45:49
43:51
4411
44:54
45:51
49:54
49:54
48:43
49:54
48:44
49:54
48:36
49:53
48:42
49:53
48:13
48:13
48:13
50:33
48:13
50:33
48:12
50:32
48:12
50:32
54:10
54:09
54:10
54:09
54:09
54:09
54:19
54:18
54;19
54:18

89.
89.
86.
86.
102,

102
102

102.
133,
133.
133.
133.

45,

35.

45

a5, '
35,
35,
24,

24

40.
40.
60.
51.
60.
60.
51.

51

62.
62.

90

90.
34.

61

34,
61.
43.
75.
47.
55,
47.
55,
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TestAmerica IsoCalc Preliminary Sample Report
Knoxville PCDD/PCDF by EPA Method 1613B (w/13C-OCDF)
Workorder 4104:74CS4 Prep Batch Lot No
Data File /201504091/d1150409i4.d Prep Date SDG No
Analysis ID 169127 Prep Exp Date Date Received
Analysis Date 4/9/2015 Matrix UNKNOWN Date Sampled
Analysig Time 05:05 Initial Wt/vol Lims Test Code
Anal Exp Date Extract Vol Method DX1613B
Instrument D11A Dil Factor 1.00 Code F8o
Analyst LKM
Conc DL
Analyte RT Area Height RF std Amt Amount Rec (ng/mlL) (ng/mkL)
2,3,7,8-TCDD 30:42 2740060 281379 1,000 40,00 45,052238 112,63 45,052238 00,0374
Total TCDD 1.000 45,052238 45,052238 00,0374
2,3,7,8-TCDF 28:42 4164103 455115 1,000 40.00 42,129590 105.32 42,129590 0,0327
Total TCDF 1,000 42,129590 42.,129590 0.0327
1,2,3,7,8-PeCDD 40:33 9394451 2183167 1.000 200.0 211.043535 105,52 211,043535 0.0305
Total PeCDD 1.000 211,043535 . 211.043535 0.,0305
1,2,3,7,8-PeCDF 38:44 17445183 3415182 1,000 200.0 229.091957 114,55 229.091957 0,0459
2,3,4,7,8-PeCDF 40:01 16138234 3552715 1,000 200.0 216.121162 108,06 216.121162 0.0423
Total PeCDF 1.000 445,213119 445,213119 0.,0440
1,2,3,4,7,8-HxCDD 44:50 10746484 2776294 1,000 200,0 220,734285 110.37 220.734285 0,0581
1,2,3,6,7,8-HxCDD 44:57 10533358 2761872 1.000 200.0 219,795945 109.90 219.795945 0.0596
1,2,3,7,8,9-HxCDD 45:20 11365722 2943659 1,000 200.0 235.294427 117.65 235.294427 0.0589
Total HxCDD 1,000 675.824657 675,824657 0.0589
1,2,3,4,7,8-HXCDF 43:49 17082044 466217é 1.000 200.0 259.836739 129,92 259,836739 0.0395
1,2,3,6,7,8-HxXCDF 43:56 18767967 5003659 1.000 200.0 235.400154 117.70 235,400154 0.0343
2,3,4,617,8-HXC‘DF 44:39 16650491 4448392 1.000 200.0 235.646988 117,82 235.646988 0.0384
1,2,3,7,8,9-HxCDF 45:36 15477143 3679959 1,000 200.0 240,827051 120.41 240.827051 0,0473
Total HxCDF 1.000 971.,710933 971.710933 0.0394
1,2,3,4,6,7,8-HpCDD 49:37 8436238 1714355 1.000 200.0 222,399911 111.20 222,399911 0.0449
Total HpCDD 1.000 222,399911 222,399911 0.0449
1,2,3,4,6,7,8-Hp§:DF 47:57 15004783 3278477 1.000 200.0 284.000231 142.00 284.000231 0.0440
1,2,3,4,7,8,9-HpCDF 50:17 11713811 2354488 1,000 200.0 273.986894 136.99 273,986894 0.0595
Total HpCDF 1,000 557,987125 557.987125 0.0506
OCDD 53:54 15163143 3865552 1,000 400,0 463.146000 115.79 463.,146000 0.0410
QCDF 54:02 22296853 5762598 1,000 400.0 419.236082 104.81 419,236082 0.0329
13C¢-2,3,7,8~TCDD 30:39 6081962 622233 1,000 100.0 109.936122 109.94 109.936122 0.115
13¢C-2,3,7,8-TCDF 28:40 9884034 1069875 1,000 100,0 178.661486 178.66 178,661486 0.0799
13¢-1,2,3,7,8-PeCDD 40:32 4451428 1032237 1.000 100.0 80,462971 80.46 80.462971 0.0370
13C¢-1,2,3,7,8-PeCDF 38:43 7614926 1481253 1.000 100.0 137.645621 137,65 137.645621 0.102
13C-2,3,4,7,8-PeCDF 40:00 7467216 1606472 1,000 100.0 134.975649 134,98 134,975649 0.102
13C-1,2,3,4,7,8-HxCDD 44:49 4868516 1256256 1,000 100.0 91,637531 91.64 91.637531 0.0443
13¢C¢-1,2,3,6,7,8-HxCDD 44:56 4792335 1223887 1.000 100.0 90.203616 90.20 90,203616 0.,0443
13C-1,2,3,4,7,8-HxCDF 43:48 6574145 1831326 1.000 100.0 123.741694 123,74 123.741694 0,0397
13¢-1,2,3,6,7,8~HXCDF 43:55 7972793 2103470 1.000 100.0 150.067714 150.07 150.067714 0,0397
13C-2,3,4,6,7,8-HXCDF 44:38 7065862 1880252 1.000 100,0 132.997026 133.00 132,997026 0,0397
13¢-1,2,3,7,8, 9-HXCDF 45:35 6426663 1528525 1,000 100,0 120.965717 120.97 120.965717 0.0397
13C-1,2,3,4,6,7,8-HpCDD 49:36 3793274 752011 1,000 100.0 71.398813 71,40 71.398813 0.0217
13C-1,2,3,4,6,7,8-HpCDF 47:56 5283370 1148396 1.000 100.0 99.446111 99.45 99.,446111 0.,0298
13¢C-1,2,3,4,7,8,9-HpCDF 50:16 4275318 849150 1,000 100,0 80.472075 80.47 80,472075 0.0298
13¢C-0CDD 53:53 6547889 1717531 1,000 200,0 123,247491 61,62 123,247491 0.0167
13C-0OCDF 54:;01 10636896 2795366 1,000 200.0 200,212732 100.11 200.212732 0.0206
37Cl4-2,3,7,8-TCDD 30:42 2705665 279363 1,000 40,00 48.906967 122,27 48,906967 0.0314
13C-1,2,3,4-TCDD 30:08 5532269 588297 1,000 100.0 100,000000 100.00 100.000000 0.115
13¢-1,2,3,7,8,9~HXCDD 45:19 5312797 1360135 1.000 100.0 100.000000 100.00 100.000000 0.0443
Printed: 04/09/15 09:38 1527 Page 1 of 1
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TestAmerica IsoCalc Preliminary Peak Report
.
Knoxville PCDD/PCDF by EPA Method 1613B (w/13C-OCDF)
Workorder 4104:74CS4 Prep Batch Lot No
Data File /20150409i/31150409i4. Prep Date SDG No
Analysis ID 169127 Prep Exp Date Date Received
Analysis Date 04/09/15 05:05 Matrix UNKNOWN Date Sampled
Anal Exp Date Initial wt/vol Lims Test Code
Instxument D11A Extract Vol Method DX1613B
Analyst LKM Diluton Factoxr 1.00 Code F8o
view Small Peaksg? PFalse View deleted peaks? False
Massg Peak Name RT Pred RT A Area 1 Area 2 Heightl Height2 Ratio Integration Flags
304 303.9016 305,8987 303.901l6 305,.,8987 0.65-0.89
Noise 00:00 00:00 0 150 200 60 80 0.75 /
2,3,7,8-TCDF 28:42 00:00 0 1841987 2322116 201840 253275 0.79 ABV/AVV M
316 315,9419 317.9389 315.9419 317.9389 0,65-0.89
Noige 00:00 00:00 0 240 230 96 92 1.04 * /
13C-2,3,7,8~-TCDF 28:40 00:00 0 4407831 5476203 472861 597014 0.80 AVV/ABV
320 319.8965 321.8936 319.8965 321,8936 0.65-0.89
Noise 00:00 00:00 0 113 120 45 48 0.94 * /
2,3,7,8-TCDD 30:42 00:00 0 1209515 1530545 124466 156913 0.79 AVV/AVV M
328 327.8847 327.8847
Noise 00:00 00:00 0 185 74
37Cl4-2,3,7,8-TCDD 30:42 00:00 0. 2705665 279363 AVV M
332 331,9368 333,9338 331.9368 333.9338 0.65-0.89
Noise 00:00 00:00 0 385 293 154 117 1.32 * /
13C-1,2,3,4~-TCDD 30:08 00:00 0 2477032 3055237 264538 323759 0.81 AVV/ABV
13C-2,3,7,8-TCDD 30:39 00:00 0 2726495 3355467 276528 345705 0.81 AVV/AVV
340 339,8597 341.8567 339.8597 341.8567 1.32-1.78
Noige 00:00 00:00 0 305 375 122 150 0.81 * /
1,2,3,7,8-PeCDF 38:44 00:00 0 10615634 6829549 2063652 1351530 1.55 ABV/ABV M
2,3,4,7,8-PeCDF 40:01 00:00 0 9781263 6355971 2160562 1392153 1.54 ABV/ABV M
352 351,9000 353.8970 351.9000 353.8970 1.32-1.78
Noise 00:00 00:00 0 320 280 128 112 1,14 * /
13C-1,2,3,7,8-PeCDF 38:43 00:00 0 4677626 2937300 911288 569965 1.59 ABV/ABV
13C-2,3,4,7,8-PeCDF 40:00 00:00 0 4578062 2889154 989040 617432 1.58 ABV/ABV
356 355.8546 357.8516 355,8546 357.8516 1,32-1.78
Noige 00:00 00:00 0 185 130 74 52 1.42 /
1,2,3,7,8-PeCDD 40:33 00:00 0 5718714 3675737 1318256 864911 1.56 ABV/ABV
368 367.8949 369.8919 367.8949 369,8919 1.32-1.78
Noise 00:00 00:00 0 138 80 55 32 1.72 /
13C-1,2,3,7,8-PeCDD 40:32 00:00 0 2727552 1723876 628646 403591 1.58 ABV/ABV
374 373.8208 375.8178 373.,8208 375.8178 1,05-1.43
Noise 00:00 00:00 0 368 355 147 142 1.04 * /
1,2,3,4,7,8~-HxXCDF 43:49 00:00 0 9481241 7600803 2622150 2040028 1.25 ABV/ABV M
1,2,3,6,7,8-HXCDF 43:56 00:00 0 10409931 8358036 2752241 2251418 1.25 AVV/AVV M
2,3,4,6,7,8-HxCDF 44:39 00:00 0 9192641 7457850 2446475 2001917 1.23 AVV/AVV M
1,2,3,7,8,9-HxCDF 45:36 00:00 0 8579776 6897367 2045781 1634178 1,24 ABV/ABV M
384 383,8639 385.8610 383.8639 385.8610 0,43-0.59
Noisge 00:00 00:00 0 268 273 107 109 0.98 * /
13C-1,2,3,4,7,8-HxXCDF 43:48 00:00 0 2277201 4296944 637591 1193735 0.53 ABV/ABV
13C-1,2,3,6,7,8-HxCDF 43:55 00:00 0 2788706 5184087 737031 1366439 0,54 AVV/AVV
13C~2,3,4,6,7,8-HxCDF 44:38 00:00 0 2469285 4596577 661137 1219115 0.54 AVV/AVV
13C-1,2,3,7,8, 9-HxCDF 45:35 00:00 0 2233071 4193592 537164 991361 0.53 AVV/ABV
Unidentified 45:53 00:00 0 4259 10591 1358 1766 0.40 * AVV/AVV R

Notes:
R = ratio is outside limits

Printed: 04/09/15 09:38

M = data changed manually
T = peaks outside comax limit D = peak outside RT window

N = Peak not reported
W = peak outside first/last

3. = peak less than 2,5% S/N
X = peak has dup match

peakPHge 2862afs374® . 0938
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TestAmerica

Knoxville

IsoCalc Preliminary Peak Report

PCDD/PCDF by EPA Method 1613B (w/13C-OCDF)

1446 of 2308

Workorder 4104:74CS4

Data File /201504091/3115040914,

Analysis ID 169127

Prep Batch

Prep Date

Prep Exp Date

Lot No
SDG No

Date Received

Analysis Date 04/09/15 05:05 Matrix UNKNOWN Ddate Sampled
Anal Exp Date Initial wt/vol Lims Test Code
Instrument D11A Extract Vol Method DX1613B
Analyst LKM Diluton Factor 1.00 Code F8o
View Small Peaks? False View deleted peaks? False
Mass Peak Name RT Pred RT A Area 1 Area 2 Helghtl Height2 Ratio Integration Flags
390 389,8156 391,8127 389.8156 391,8127 1,05-1,43
Noise 00:00 00:00 0 418 313 167 125 - 1.34 /
1,2,3,4,7,8-HxCDD 44:50 00:00 0 5951770 4794714 1527147 1249147 1,24 ABV/ABV M
1,2,3,6,7,8-HxCDD 44 .57 00;00 0 5858727 4674631 1517931 1243941 1,25 AVV/AVV M
1,2,3,7,8,9-HxCDD 45:20 00:00 0 6308868 5056854 1633986 1309673 1.25 AVV/AVV M
402 401.,8559 403.8529 401.8559 403.8529 1.05-1.43
Noige 00:00 00:00 0 235 368 94 147 0,64 * /
13C¢-1,2,3,4,7,8-HxCDD 44:49 00:00 0 2725297 2143219 705240 551016 1.27 ABV/ABV
13C-1,2,3,6,7,8-HxCDD 44:56 00:00 0 2696639 2095696 686190 537697 1.29 AVV/AVV
13¢-1,2,3,7,8,9~-HxCDD 45:19 00:00 0 2972498 2340299 761354 598781 1.27 AVV/AVV
408 407,7818 409,7788 407.7818 409,7788 0.88-1.20
Noise 00:00 00:00 0 268 238 107 95 1,13 /
1,2,3,4,6,7,8-HpCDF 47:57 00:00 0 7660083 7344700 1652380 1626097 1,04 ABV/ABV M
1,2,3,4,7,8,9-HpCDF 50:17 00:00 0 5972088 5741723 1201820 1152668 1.04 ABB/ABB M
418 417,8250 419.8220 417.8250 419.8220 0.37-0.51
Noise 00:00 00:00 0 158 248 63 929 0.64 * /
13C-1,2,3,4,6,7,8-HpCDF 47:56 00:00 0 1662648 3620722 361136 787260 0.46 ABV/ABV
13C-1,2,3,4,7,8,9-HpCDF 50:16 00:00 0 1339032 2936286 264821 584329 0.46 ABV/ABB
424 423,7767 425,7737 423.,7767 425,7737 0,88-1,20
Noise 00:00 00:00 0 193 145 77 58 1,33 * /
1,2,3,4,6,7,8~-HpCDD 49:37 00:00 0 4304924 4131314 874517 839838  1.04 ABV/ABV M
436 435,8169 437,.8140 435,8169 437.8140 0.88-1.20
Noise 00:00 00:00 0 100 195 40 78 0,51 * /
Unidentified 48:26 00:00 15833 12118 3042 2534 1.31 * ABB/ABB R
13C-1,2,3,4,6,7,8-HpCDD 49:36 00:00 0 1944034 1849240 382995 369016 1.05 ABV/ABV
442 441,7428 443,7399 441,7428 443.7399 0.76-1.02
Noise 00:00 00:00 0 220 240 88 96 0.92 /
OCDF 54:02 00:00 10634765 11662088 2779447 2983151 0.91 ABV/ABV M
454 453.7830 455,7801 453,7830 455,7801 0.76-1,02
Noise 00:00 00:00 125 155 50 62 0.81 /
13C-OCDF 54:01 00:00 0 5080837 5556059 1342030 1453336 0.91 ABV/ABV
458 457.7377 459.7348 457,7377 459.,7348 0.76-1.02
Noige 00:00 00:00 0 143 210 57 84 0.68 * /
OCDD 53:54 00:00 0 7186210 7976933 1845189 2020363 0.90 ABV/ABV M
470 469,7780 471.7750 469.,7780 471.7750 0.76~1.02
Noige 00:00 00:00 0 148 80 59 32 1.84 * /
13C-0CDD 53:53 00:00 0 3122510 3425379 811710 905821 0.91 ABV/ABV

Notes:
R = ratio is outside limits ™
T = peaks outside comax limit D

now

Printed: 04/09/15 09:38

data changed manually
peak outside RT window

N
W

Peak not reported
peak outside Eirst/last

S = peak legs than 2,5x S8/N
X = peak has dup match

peak PBGE 2863063740 (938
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**%* file opened Thu Apr 09 05:10:12 2015 #***

Started

Instrument Internet name

by

Instrument model
Instrument service number -~ 0000

Workstation internet name - KNXDXNDFSO01

Analysis started at:

- Xcalibur

- DFS MS
- DFS MS

09-Apr-15 05:10:12

Analysis will stop at user request

Firmware Version:

MCAL file name:

Sequence ; 102913KLR_150409011222

1.03

mcall,cal

MID procedure: 5W_DB5_FC43_SINGLEGC_OCDF

Mid Time Windows:

Start
# 1 12:00
# 2 34:16
# 3 42:12
# 4 47:03
# 5 52:30

Mid Masses:
Window # 1

303.
305
313.
313
315.
317.
319,
321,
327
331,
333
363,
363,
375,

Window # 2

313.
313
339,
341.
351,
353,
355
357,
367,
369.
375.
375.
409,

Window # 3

373.
375.
375.

mass
9016

.8987

9834

.9834

9419
9389
8965
8936

.8847

9368

.9338

9802
9802
8364

mass
9834

.9834

8597
8567
9000
8970

.8546

8516
8949
8919
9802
9802
7974

mass
8208
8178
9802

min
min
min
min
min

F

F
1

F

1

2

int

NN
O OoORrR

NN
PoOouukrRrRkrRE v

=
=}
o

20

N
B o

N N
RPoOouwnpRERrooeR

int
1
1

20

Measure

2:16
7:55
4:51
5:26
43142

gr

HRERRRBRRRRBRR RS

gr

PRRPRRBRR PP B

gr
1
1
1

min 34:16
min 42:12
min 47:03
min 52:30
min 57:12

time
124
124

24
24
124
124
124
24
24

124

time

146
146
29
29
146
146
29
29
7

7
146

time
146
146
7

(ms)

(ms)

(ms)

End

min
min
min
min
min

Cycletime

.00
.00
.00
.00
1.00

B R RR

sec
sec
sec
sec
sec
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[V}

375.9802
383.8639
385.8610
389.,8158
391.8127
401.8559
403,8529
413.9770 c
413.,9770
445 ,7555
Window # 4
mass F int
407.7817
409.,7788
413,9770 1
413,9770
417.8250
419,8220
423,7767
425,7737
435,8169
437.8140
463.9738 ¢
463.9738
479,7165
Window # 5
mass F int
425,9770 1 20
425,9770 20
4471 ,7428 1
443,7399 1
453,7830 5
455,7801 5
457,7377 1
459,7348 1
469,7780 5
5
20
20
1

NN
RPRoOoOoOuUuTuUukL P UUlo

PRRPRPRRERRRRR

NN

QO R R
(e}
R

NN
HoOOoUlUlk Rk WU U
PR PRPRBERBRR R R RB R

Q
R

471.7750
501.9706 c
501.9706
513.6775

PRBPHRRBRER BB R

29
29
146
146
29
29

146

time (ms)
146
146

29
29
146
146
29
29

146

time (ms)

l46
146
29
29
146
146
29
29
7

7
146

MID Window terminated after 34.283333 minutes
MID Window end time was 34.280000 minutes
MID Window terminated after 42,200000 minutes
MID Window end time was 42.200000 minutes
MID Window terminated after 47.066667 minutes
MID Window end time was 47.060000 minutes
MID Window terminated after 52.500000 minutes
MID Window end time was 52,500000 minutes
MID Window terminated after 57.200000 minutes
MID Window end time was 57.200000 minutes

Tune file name: C:\Xcalibur\System\DFS\MS8I\tune2.DFSTune

DFS - Parameter

ACCU 1000.0000 BCORRS
BQUAD 1.1000 CAPIL
CCURR 0.0000 COUNTING
DRAW -25.0000 DRAWC
DYNVOLTAGE 16.0000 ECORR
EDAC 7969177.0000 EDACG
ELEN -45.0000 EMULT
ENSBR 1.1000 ERATIO
ESIPAR 0.0000 EXS
FDMA 18000000.0000 FILTER
FM 375.8364 FMII

0.0169
0.0000
0.0000
0.0000
1.0001
0.9995
1652.0000
1.0000
170.0000
100.0000
50.0000
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BMASS
CAPTSET
DELAY
DRAWS
ECURR
EDACZ
ENS
ESA
EXSBR
FLENS
FQUAD

309.
200,
.0000
.0000
.0000
4144,

239.
.0600

679

-1.
.0000
.4000

9834
0000

0190
0000

1000
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FQUADGAIN 0
FVANAL 0
FWIN 0
HVSRC 0
ICAL2 0
ISTC 260
LENS_SYM -6
LMASS 309
MDAC 3563370
NSCAN 2662
NPEAK 13
PUSHER -11
RES 8996
RDRAWC 0
SHIELD_POT 710
SKIM 7
SW 0
TD 3
TIS 0
TSET 0
USERVAR 0
UTQ3 80
XLENS_SYM 8

Source Gauge:
Analyzer Penning:
Pirani Analyse:
Pirani Source:

Pirani Inlet System:

Scantype is magneti

.2000 FREQ 400,0000
.0039 FVINLET 0.0456
.7000 HCURR 0.0000
.0000 ICALO 0,0011
.5865 IONEN 0.0000
.0000 ISTS 260.0000
.0000 LM 375.8364
. 9834 LKM 425.9770
.5773 MRANGE 1252.5112
.0000 NSMAX 8.0000
.0000 MULT -2.0000
.0000 RECURR 0.9001
.3877 RPUSHER ~-10.9670
.0000 RWIN 2.0000
.0000 SHIELD_ SYM 0.0000
.0000 SLOW 60.0000
.1250 TANAL 0.0000
.0000 TS 0.0002
.0010 TREF 80.0000
.0000 TUBEL 0.0000
.0000 UTQ1 150.0000
.0000 VMASS 309.9834
.0000 YLENS_POT 692.0000

3.5e-005 mbar
6.2e~008 mbar
3.9e-003 mbar
4.7e-002 mbar
4.6e-002 mbar

(e}

Sourcemode is EI POS

MID Time Window
MID Time Window
MID Time Window
MID Time Window
MID Time Window

O wN R

Amplifier Offset: 8

& kK

Resolution is 10409.

. Resolution is 10267,

Resolution 1is 9657.
Resolution is 9597.
Resolution 1s 8996,

8.

**% FPile closed Thu Apr 09 06:07:26 2015
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FSLOPE
FVSRC
HVANAL
ICALL

IST
LENS_POT
LMII

MASS

NSAM
NSMIN
PSAM
RELEN
RDRAW
SCIDLE
SHIGH

Ss

TCURR
THRESH
TSAM

UROT

UTQ2
XLENS_POT
YLENS_SYM

36000000.0000

0.0474
0.0000
0.4030
0.0000
686,0000
500.0000
309.9834
200.0000
66,0000
10.0000
0.0000
0.0000
0.0000
180,0000
2,0000
0.0000
2.,0000
200,0000
0.0000
190.0000
854.0000
-2.0000
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QUAN: d1150409i4.90 Entries: 92

Data file(g) used

File: d1150409i4 09~Apr-15

Samp: WO=4104:74cs4 Meth=F8o Dil=1 Start : 05:05:34 2641

Comm: Inst=dlla/1259376 Batch=201504091 Ccal=D115032481

Mode: EI ESI + QIMS UP LR Study : 1613/8290

Oper: LKM Inlet : LC

Disp: CHRO

Amount = (area * ref amnt) / (ref area * regponse factor); amount = f (reponse)

Response factors from quantitation file

Quan Actual Area Height Peak Peak Noise La Lab Integration
Masses Time Beginn End Value Pe Fac Baseline
319.8805 30:42 1209515, 124466, 30:26 30:57 45, 1 1.0 AVV
321.8775 30:42 1530545, 156913, 30:26 30:57 48. 1 1.0 AWV
319.8805 30:42 1209515, 124466. 30:26 30:57 45, 2 5.0 AVV
321.8775 30:42 1530545, 156913, 30:26 30:57 48, 2 5,0 AVV
331.9202 30:08 2477032, 264538, 29:53 30:23 154. 2 5.0 AVV
331.9202 30:39 2726495, 276528. 30:25 30:54 154. 2 5.0 AvVV
333.9171 30:08 3055237, 323759, 29:53 30:23 117. 2 5.0 ABV
333.9171 30:39 3355467. 345705. 30:25 30:54 117. 2 5.0 AVV
327.8683 30:42 2705665, 279363, 30:26 30:57 74, 1 1.0 AVV
327.8683 30:42 2705665, 279363. 30:26 30:57 74, 2 5.0 AVV
303.8864 28:42 1841987, 201840, 28:27 28:58 60, 1 1.0 ABV
305.8834 28:42 2322116, 253275, 28:27 28:58 80. 1 1.0 AVV
303.8864 28:42 1841987, 201840, 28:27 28:58 60. 2 5.0 ABV
305.8834 28:42 2322116, 253275, 28:27 28:58 80. 2 5.0 AVV
315.9261 28:40 4407831. 472861, 28:25 28:56 96. 2 5.0 AVV
317.9230 28:40 5476203. 597014, 28:25 28:56 92, 2 5.0 ABV
355.8368 40:33 5718714, 1318256, 40:24 40:48 74. 1 1.0 ABV
357.8337 40:33 3675737. 864911, 40:23 40:48 52, 1 1.0 ABV
355.8368 40:33 5718714, 1318256, 40:24 40:48 74. 2 5.0 ABV
357.8337 40:33 3675737. 864911, 40:23 40:48 52, 2 5.0 ABV
367.8765 40:32 2727552, 628646, 40:23 40:47 55. 2 5.0 ABV
369.8734 40:32 1723876. 403591, 40:23 40:44 32. 2 5,0 ABV
339.8427 38:44 10615634, 2063652, 38:32 38:58 122, 1 1.0 ABV
341.8396 38:44 6829549, 1351530, 38:32 38:58 150, 1 1.0 ABV
339.8427 38:44 10615634, 2063652, 38:;32 38:58 122, 2 5.0 ABV
339.8427 40:01 9781263, 2160562, 39:51 40:10 122, 2 5.0 ABV
341.8396 38:44 6829549, 1351530, 38:32 38:58 150. 2 5.0 ABV
341.8396 40:01 6356971, 1392153, 39:51 40:11 150. 2 5.0 ABV
351.8824 38:43 4677626, 911288. 38:32 38:59 128, 2 ©5.0 ABV
351.8824 40:00 4578062. 989040. 39:46 40:15 128. 2 5.0 ABV
353.8793 38:43 2937300. 569965, 38:33 38:59 112. 2 5.0 ABV
353.8793 40:00 2889154, 617432, 39:46 40:15 112, 2 5.0 ABV
389.7961 45:20 6308868, 1633986, 45:13 45:32 167. 1 1.0 AVV
391.7931 45:20 5056854 . 1309673, 45:13 45:32 125, 1 1.0 AVV
389.7961 44:50 5951770. 1527147, 44:42 44:53 167. 2 5,0 ABV
389.7961 44:57 5858727. 1517931. 44:53 45:12 167. 2 5.0 AVV i
389.7961 45:20 6308868, 1633986. 45:13 45:32 167. 2 5.0 AVV ?
391.7931 44:49 4794714, 1249147, 44:42 44:53 125, 2 5.0 ABV :
391.7931 44:57 4674631, 1243941, 44:53 45:12 125, 2 5.0 AVV }
391.7931 45:20 5056854, 1309673, 45:13 45:32 125, 2 5.0 AVV ;
401.8358 44:49 2725297, 705240, 44:36 44:52 94, 2 5,0 ABV j
401.8358 44:56 2696639, 686190. 44:;52 45:09 94, 2 5.0 AVV ,
401.8358 45:19 2972498. 761354, 45:09 45:31 94, 2 5.0 AVV
403.8327 44:49 2143219. 551016, 44:42 44:52 147. 2 5,0 ABV é
403.8327 44:56 2095696. 537697, 44:52 45:06 147. 2 5.0 AVV E
403.8327 45:19 2340299. 598781. 45:06 45:34 147. 2 5.0 AVV i
373.8021 43:56 10409932, 2752241, 43:52 44:11 147, 1 1.0 AVV :
375.,7990 43:56 8357506. 2251390, 43:52 44:11 142, 1 1.0 AVV
373.8021 43:49 9481241, 2622150, 43:40 43:52 147. 2 5.0 ABV :
373.8021 43:56 10409932. 2752241, 43:52 - 44:11 147. 2 5.0 AVV ]
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373.
373
375.
375
375
375.
383.
383.
385
385
385,
385
423,
425
423
423.
425
425
435
435,
437.
437
407.
409.
407,
407.
409.
409,
417.
417.
419,
419,
457,
459
457,
459,
469,
471,
4471
443
441
443,

8021

.8021

7990

.7990
. 7990

7990
8447
8447

.8417
.8417

8417

.8417

7555

.7524
. 7555

7555

. 7524
.7524
.7951

7951
7921

L7921

7614
7583
7614
7614
7583
7583
8041
8041
8010
8010
7148

.7118

7148
7118
7545
7514
7207

L7177
.7207

7177

44,
45

43

43
44
45
43
44
43
43
44
45
49
49
48
49
48
49:;
48
49
48
49:
47
47
47
50:
47 ;
50:
47
50:
47
50:
53
53
53
53:
53:
53
54
54 ;
54
54

39
36
49
56
39
35
55

138
148
:55
: 38
:35
137
:37
127
:37

27
37

126

36

127

36
57
57

:57

17
57
17
56
16
56
16

+54
154
154

54
53

153

02
02
02
02

9192641,
8577357.
7600495,
8357506.
7457249,
6895953,
2788741,
24693009,
4296944,
5184087.
4596577,
4193087,
4304924,
4131314.
25615,
4304924,
24868.
4131314,
15833.
1944034,
12118.
1849240.
7647539,
7335532,
7647539.
5964677,
7335532,
5737765.
1661707.
1338454,
3613673,
2931342,
7186988,
7978702.
7186988,
7978702.
3122936.
3425663.
10637917.
11665470,
10637917.
11665470,

2446475,
2045709,
2039999.
2251390,
2001893.
1634131.
737033,
661138.
1193735.
1366439.
1219115.
991346,
874517,
839838,
4820.
874517,
4578.
839838,
3042,
382995,
2534,
369016.
1652382.
1626097.
1652382.
1202025,
1626097.
1152923.
361134.
264888,
787262,
584427,
1845211,
2020415,
1845211.
2020415.
811723.
905829.
2779548,
2983260.
2779548,
2983260.

44:29
45:28
43:40
43:52
44:29
45:28
43:;51
44:26
43:39
43:51
44:26
45:27
49:28
49:28
48:20
49:28
48:20
49:28
48:19
49:27
48:19
49:27
47:49
47:49
47:49
50:07
47:49
50:07
47:48
50:07
47:48
50:03
53:46
53:46
53:46
53:46
53:46
53:46
53:50
53:50
53:50
53:50
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44 .54
45:51
43:52
44:11
44:54
45:50
44:10
44:53
43:51
44:10
44:53
45:50
49:53
49:53
48:42
49:53
48:42
49:53
48:39
49:52
48:35
49:52
48:12
48:12
48:12
50:32
48:12
50:32
48:11
50:31
48:11
50:31
54:09
54:09
54:09
54:09
54:08
54:08
54:18
54:18
54:18
54:18

147.
147,
142.
142.
142,
142,
107.
107.
109.
109.
109.
109.
77.
58.
77.
77.
58.
58.
40.
40,
78,
78.
107.
95.
107.
107.
95.
95.
63,
63.
99.
99.
57.
84,
57.
84.
59.

32.

88.
96.
88.
96.
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ABV
ABV
AVV
AVV
ABV
AVV
AVV
ABV
AVV
AVV
ABV
ABV
ABV
ABV
ABV
ABV |
ABV
ABB
ABV
ABB
ABV
ABV
ABV
ABY
ABV
ABV
ABV
ABV
ABV
ABV
ABV
ABV
ABV
ABV
ABV
ABV
ABV
ABV
ABV
ABV
ABV
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TestAmerica IsoCalc Preliminary Sample Report
Knoxville PCDD/PCDF by EPA Method 1613B (w/13C-OCDF)
Workordexr 4104:74CS5 Prep Batch Lot No
Data File /20150409i/d1150409i5.d Prep Date SDG No
Analysis ID 169128 Prep Exp Date Date Received
Analysis Date 4/9/2015 Matrix UNKNOWN Date Sampled
Analysils Time 06:07 Initial Wt/Vol Lims Test Code
Anal Exp Date Extract Vol Method DX1613B
Instrument DI11A D1l Factor 1.00 Code F80
Analyst LKM
Conc DL
Analyte RT Area Height RF std Amt . Amount Rec (ng/mL) (ng/mL)
2,3,7,8-TCDD 30:43 14757744 1547801 1,000 200.0 230,460764 115.23 230.460764 0.0612
Total TCDD 1,000 230.460764 230.460764 0.0612
2,3,7,8-TCDF 2844 21471945 2403190 1.000 200,0 210.059223 105.03 210.059223 0.0489
Total TCDF 1,000 210.059223 210.059223 0.0489
1,2,3,7,8-PeCDD 40:34 54180886 13534431 1,000 1000 1044.24831 104.42 1044,24831 0.0393
Total PeCDD 1,000 1044.24831 1044 .,24831 0.0393
1,2,3,7,8-PeCDF 38:45 102480804 21860958 1.000 1000 1183.08028 118,31 1183.08028 0.0535
2,3,4,7,8-PeCDF 40:01 95701560 22712266 1,000 1000 1119.25784 111.93 1119.25784 0.0473
Total PeCDF 1.000 2302.33813 2302.33813 0.0502
1,2,3,4,7,8-HxCDD 44,51 63633928 18409606 1.000 1000 1080.29563 108,03 1080.29563 0.0674
1,2,3,6,7,8~-HxCDD 44:58 63026104 17616324 1.000 1000 1092.51624 109,25 1092.51624 0.0689
1,2,3,7,8,9-HxCDD 45:21 69022504 18597578 1.000 1000 1183,98931 118.40 1183.98931 0.0681
Total HxCDD 1.000 3356.,80118 3356.80118 0.0681
1,2,3,4,7,8-HxCDF 43149 107726992 31127315 1,000 1000 1375.47811 137.55 1375,47811 0.0474
1,2,3,6,7,8-HxCDF 43:57 115118176 34566283 1,000 1000 1257.82975 125,78 1257.82975 0.0391
2,3,4,6,7,8-HXCDF 44:40 103772600 29709545 1.000 1000 1255,22195 125,52 1255,22195 0.,0446
1,2,3,7,8,9-HXCDF 45:36 97101808 26226561 1.000 1000 1252,19479 125,22 1252.,19479 0.,0515
Total HxCDF 1.000 5140.72460 5140.72460 0,0452
1,2,3,4,6,7,8-HpCDD 49:39 51904710 11220047 1.000 1000 1066.70844 106.67 1066.70844 0,0508
Total HpCDD 1,000 1066,70844 1066.70844 0.0508
1,2,3,4,6,7,8-HpCDF 47:58 94050092 23195261 1.000 1000 1443.29870 144.33 1443,29870 0.0479
1,2,3,4,7,8,9-HpCDF 50+17 72074908 15548704 1.000 1000 1337.60976 133,76 1337.60976 0.0662
Total HpCDF 1.000 2780.920846 2780.90846 0.0556
OCDD 53:55 102507592 29618651 1.000 2000 2394.18105 119,71 2394,18105 0,0397
OCDF 54:03 158216056 44659420 1.000 2000 2354,87710 117,74 2354,87710 0.0338
13C-2,3,7,8-TCDD 30:40 6403582 678287 1.000 100.0 120,121202 120.12 120.121202 0.0670
13C-2,3,7,8-TCDF 28:42 10221853 1156219 1,000 100.0 191.746005 191.75 191.746005 0.0744
13C-1,2,3,7,8-PeCDD 40:33 5188506 1271424 1,000 100.0 97,328273 97.33 97.328273 0.0348
13C-1,2,3,7,8-PeCDF 38:44 8662202 1752025 1,000 100.0 162.,489387 162.49 162,489387 0.0727
13C-2,3,4,7,8-PeCDF 40:00 8550448 1980523 1,000 100.0 160.393057 160.39 160.393057 0,0727
13C-1,2,3,4,7,8~-HxCDD 44:50 5890418 1617569 1,000 100.0 90.209475 90.21 90.209475 0.0204
13C¢-1,2,3,6,7,8~HxCDD 44357 5768894 1583081 1,000 100.0 88.348382 88,35 88,348382 0,0204
13C-1,2,3,4,7,8-HXCDF 43:49 7831967 2163204 1.000 100.0 119,943547 119.94 119.943547 0.0235
13C-1,2,3,6,7,8-HXCDF 43:56 9152127 2624528 1,000 100,0 140.161287 140.16 140.161287 0.0235
13C-2,3,4,6,7,8~HXCDF 44:39 8267271 2298882 1.000 100.0 126.610060 126.61 126.610060 0,0235
13C-1,2,3,7,8,9-HxCDF 45:35 7754529 1990421 1.000 100,0 118,757614 118.76 118.757614 0,0235
13¢-1,2,3,4,6,7,8~-HpCDD 49:38 4865876 1033024 1,000 100.0 74.519010 74 .52 74.,519010 0.00911
13C-1,2,3,4,6,7,8-HpCDF 47:57 6516329 1548606 1.000 100.0 99,795060 99.80 99.795060 0.0189
13C¢-1,2,3,4,7,8,9-HpCDF 50:16 5388336 1120846 1.000 100.0 82,520283 82,52 82.520283 0,0189
13C-0CDD 53:54 8563061 2390912 1,000 200.0 131.139969 65.57 131.139969 0.0159
13C~0OCDF 54:02 13437309 3668566 1.000 200.0 205,787193 102.89 205.787193 0,00669
37Cl4-2,3,7,8-TCDD 30:43 14248747 1483809 1.000 200,0 267.284251 133,64 267,284251 0.0348
13C-1,2,3,4-TCDD 30:10 5330934 574660 1,000 100,0 100.000000 100.00 100.000000 0.0670
13¢~1,2,3,7,8,9-HxCDD 45:20 6529711 1756363 1.000 100.0 100.000000 100.00 100.000000 0.0204
Printed: 04/09/15 09:42 re 02061 2893,0f 36491 03. 1527 page 1 of 1
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TestAmerica IsoCalc Preliminary Peak Report
Knoxville

PCDD/PCDF by EPA Method 1613B (w/13C-OCDF)

Workorder 4104:74CS5 Prep Batch Lot No
Data File /20150409i/311504091i5, Prep Date SDE No
Analysis ID i69128 Prep Exp Date Date Received
Analysis Date 04/09/15 06:07 Matrix UNKNOWN Date Sampled
Anal Exp Date Initial wWt/vol Lims Test Code
Instrument D11A Extract Vol Method DX1613B
Analyst LKM Diluton Factor 1,00 Code F8o
View Small Peaks? False View deleted peaks? False
Mass Peak Name RT Pred RT A Area 1 Area 2 Heightl Height2 Ratio Integration Flags
304 303.9016 305.8987 303.9016 305.8987 0.65-0.89
Noise 00:00 00:00 0 260 305 104 122 0.85 /
2,3,7,8-TCDF 28:44 00:00 0 9498720 11973225 1068304 1334886 0.79 AVV/AVV M
316 315.9419 317.9389 315,9419 317.,9389 0.65-0.89
Noise 00:00 00:00 0 233 195 93 78 1,19 * /
13¢-2,3,7,8~TCDF 28:42 00:00 0 4544542 5677311 511141 645078 0.80 AVV/AVV
320 319.8965 321,8936 319,8965 321.8936 0.65-0.89
Noise 00:00 00:00 0 225 190 90 76 1,18 * /
2,3,7,8-TCDD 30:43 00:00 0 6518135 8239609 686807 860994 0.79 AVV/AVV M
328 327.8847 327.8847
Noise 00:00 00:00 0 200 80
37Cl4-2,3,7,8-TCDD 30:43 00:00 0 14248747 1483809 AVV M
332 331.9368 333.9338 331.9368 333,9338 0.65-0.89
Noise 00:00 00:00 0 218 168 87 67 1,30 * /
13¢-1,2,3,4~-TCDD 30:10 00:00 0 2371542 2959392 258757 315903 0.80 AVV/ABV
13C¢-2,3,7,8-TCDD 30:40 00:00 0 2832713 3570869 299302 378985 0.79 AVB/AVV
340 339,.8597 341.8567 339.8597 341.8567 1,32-1.78
Noise 00:00 00:00 0 523 415 209 166 1.26 * /
1,2,3,7,8-PeCDF 38:45 00:00 0 63335920 39144884 13584958 8276000 1.62 ABV/ABV M
2,3,4,7,8-PeCDF 40:01 00:00 0 59010252 36691308 13964375 8747891 1.61 ABV/ABV M
352 351,9000 353,8970 351,9000 353.8970 1.32-1.78
Noise 00:00 00:00 0 263 155 105 62 1.69 /
13C-1,2,3,7,8-PeCDF 38:44 00:00 0 5315784 3346418 1072382 679643 1.59 ABV/ABV
13¢-2,3,4,7,8-PeCDF 40:00 00:00 0 5275693 3274755 1216627 763896 1.61 AVV/AVV
356 355,8546 357.8516 355.8546 357,8516 1.32-1.78
Noise 00:00 00:00 0 285 215 114 86 1.33 /
1,2,3,7,8-PeCDD 40:34 00:00 0 33419168 20761718 8426247 5108184 1.61 ABV/ABV
368 367.8949 369.,8919 367,8949 369,8919 1.32-1.78
Noise 00:00 00:00 0 85 115 34 46 0.74 * /
13C¢-1,2,3,7,8~PeCDD 40:33 00:00 0 3203146 1985360 781280 490144 1,61 ABV/ABV
374 373.8208 375,8178 373.,8208 375.8178 1,05-1.43
Noise 00:00 00:00 0 538 488 215 195 1.10 /
1,2,3,4,7,8-HxXCDF 43:49 00:00 0 60348584 47378408 17225606 13901709 1.27 ABV/ABV M
1,2,3,6,7,8-HxCDF 43:57 00:00 0 64458952 50659224 19304636 15261647 1.27 AVB/AVB M
2,3,4,6,7,8-HxCDF 44 :40 00:00 0 57947624 45824976 16772585 12936960 1.26 AVB/AVB M
1,2,3,7,8,9-HxXCDF 45:36 00:00 0 54425724 42676084 1463161l 11594950 1.28 AVV/AVV M
384 383,8639 385,86l0 383,8639 385.8610 0.43-0.59
Noise 00:00 00:00 0 188 225 75 90 0,83 * /
13C-1,2,3,4,7,8-HxCDF 43:49 00:00 0 2745161 5086806 762133 1401071 0.54 ABV/ABV
13C-1,2,3,6,7,8-HxCDF 43:56 00:00 0 3215801 5936326 926978 1697550 0,54 AVB/AVB
Unidentified 44:01 00:00 0 35560 67739 13797 26376 0.52 ABV/ABV
13C-2,3,4,6,7,8~HxCDF 44:39 00:00 0 2907249 5360022 816959 1481923 0.54 AVV/AVV
Unidentified 44:58 00:00 0 6478 15529 1352 3063_ 0,42 * AVV/AVV R

Notes:
R = ratio is outside limits M =
T = peaks outside comax limit D =

peak less than 2,5x §/N

ata changed manually. =
= peak has dup match

di N = Peak not reported 8
peak outside RT window W= X

peak outside first/last

Printed: 04/09/15 09:42 peakPa0e: 2894 9134409, 0942 Page 1 of 2
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TestAmerica IsoCalc Preliminary Peak Report
Knoxville

PCDD/PCDF by EPA Method 1613B (w/13C-OCDF)

Workorder 4104:74CS5 Prep Batch Lot No
Data File /201504091/d1150409i5, Prep Date SDG No
Analysis ID 169128 Prep Exp Date Date Received
Analysis Date 04/09/15 06:07 Matrix UNKNOWN Date Sampled
Anal Exp Date Initial wt/vol Lims Test Code
Instrument D11A Extract Vol Method DX1613B
Analyst LKM Diluton Factor 1.00 Code F8o
View Small Peaks? False View deleted peaks? Falsge
Mass Peak Name RT Pred RT A Area 1 Area 2 Heightl Height2 Ratio Integration Flags
384 383,8639 385,8610 383,8639 385,8610 0,43-0.59
13C-1,2,3,7,8,9-HxCDF 45:35 00:00 0 2713598 5040931 694852 1295569 0,54 ABV/AVV
390 389.8156 391,8127 389.8156 391.8127 1,05-1.43
Noise 00:00 00:00 0 693 398 277 159 1.74 * /
1,2,3,4,7,8-HxCDD 44:51 00:00 0 35640040 27993888 10298393 8111213 1,27 ABV/ABV M
1,2,3,6,7,8-HxCDD 44:58 00:00 0 35292304 27733800 9836774 7779550 1.27 AVV/AVV M
1,2,3,7,8,9-HxCDD 45:21 00:00 0 38563304 30459200 10548473 8049105 1.27 AVV/AVV M
402 401,8559 403.,8529 401.8559 403.8529 1.05-1,43
Noise 00:00 00:00 0 188 170 75 68 1.10 /
13¢-1,2,3,4,7,8-HXCDD 44 :50 00:00 0 3343864 2546554 902201 715368 1.31 ABV/ABV
13¢-1,2,3,6,7,8~-HXCDD 44 ;57 00:00 0 3164500 2604394 877233 705848 1.22 AVV/AVV
13C¢-1,2,3,7,8,9-HXCDD 45:20 00:00 0 3650664 2879047 987015 769348 1.27 AVV/AVV
408 407.7818 409.,7788 407.7818 409.7788 0.88-1.20
Noise 00:00 00:00 0 350 393 140 157 0.89 /
1,2,3,4,6,7,8-HpCDF 47:58 00:00 0 47968124 46081968 11825597 11369664 1.04 ABV/ABV M
1,2,3,4,7,8,9-HpCDF 50:17 00:00 0 36804480 35270428 7862912 7685792 1,04 ABB/ABB M
418 417.8250 419.8220 417.8250 419.,8220 0,37-0.51
Noise 00:00 00:00 0 143 190 57 76 0,75 * /
13C-1,2,3,4,6,7,8~HpCDF 47:57 00:00 0 2044952 4471377 489568 1059038 0.46 ABV/ABV
13C-1,2,3,4,7,8, 9-HpCDF 50:16 00:00 0 1690536 3697800 348782 772064 0.46 ABB/ABV
424 423,7767 425.,7737 423,7767 425,7737 0.88-1.20
Noise 00:00 00:00 0 300 225 120 90 1.33 * /
1,2,3,4,6,7,8-HpCDD 49:39 00:00 0 26616478 25288232 5805702 5414345 1.05 ABV/ABV M
436 435,8169 437,8140 435,8169 437.8140 0,88-1.20
Noise 00:00 00:00 0 58 103 23 41 0.56 * /
Unidentified 48:27 00:00 0 16162 16380 3180 3139 0,99 ABB/ABB
13C-1,2,3,4,6,7,8-HpCDD 49:38 00:00 0 2505459 2360417 532006 501018 1.06 ABV/ABV
442 4471,7428 443,7399 441,7428 443,7399 0.76-1,02
Noise 00:00 00:00 0 323 298 129 119 1.08 * /
OCDF 54:03 00:00 0 75190896 83025160 21531628 23127792 0.91 . ABB/ABB M
454 453,7830 455,7801 453,7830 455,7801 0.76-1.02
Noige 00:00  00:00 0 63 55 25 22 1.14 %/
13C~OCDF 54:02 00:00 0 6388587 7048722 1754705 1913861 0,91 ABB/ABB
458 457,7377 459,7348 457.7377 459.,7348 0.,76-1.02 :
Noise 00:00 00:00 0 230 245 92 98 0.94 / |
OCDD 53:55 00:00 0 48227224 54280368 14097388 15521263 0.89 ABB/ABB M i
470 469.7780 471.,7750 469.7780 471.7750 0.76-1,02 }
Noise 00:00 00:00 0 143 138 57 55 1.04 * / ig
13C~0OCDD 53:54 00:00 0 4076338 4486723 1141849 1249063 0.91 ABV/ABV

Notes:
R ratio is outside limits M =
T paaks outside comax limit D =

ata changed manually

N = Peak not reported 5 = peak less than 2.5x §/N
eak outside RT window W=

ds
p peak outside firpt/last X = peak has dup match

Printed: 04/09/15 09:42 peakPBO8 28350f:3{40s 942 7 Page 2 of 2
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*+% file opened Thu Apr 09 06:11:51 2015 **%

Started by

Instrument Internet name

Ingtrument mo

Instrument service number - 0000
Workstation internet name - KNXDXNDFSO1L

Analysis started at: 09-Apr-15 06:11:51

del

- Xcalibur
- DFS MS
- DFS MS

Analysis will stop at user request

Firmware Version:

MCAL file name:

Sequence

102913KLR 150409011227

1.03

mcall.cal

MID procedure: 5W_DB5_FC43_SINGLEGC_OCDF

Mid Time Windows:

Start
# 1 12:00
# 2 34:16
# 3 42:12
# 4 47:03
# 5 52:30

Mid Masses:
Window # 1

mass .

303.9016
305.,8987
313.9834
313.9834
315.9419
317.9389
319.8965
321.8936
327.8847
331.,9368
333.9338
363.9802
363.9802
375.8364
Window # 2
mass
313.9834
313.9834
339.8597
341.8567
351.9000
353.8970
355,8546
357.8516
367.8949
369.8919
375.9802
375.9802
409.7974
Window # 3
mass
373.8208
375.8178
375.9802

min
min
min
min
min

F

F
1

F

22
7

4

5
4

int
1 1
1 1
20 1
20 1
5 1
5 1
1 1
1 1
1 1
5 1
5 1
20 1
20 1
11

int
20 1
20 1
1 1
1 1
5 1
5 1
1 1
1 1
5 1
5 1
20 1
20 1
1 1

int
1 1
1 1
20 1

Measure

:16

55

:51
126

42

gr

wQ
=

o]
=

min 34:
12

min 42

min 47:
:30

min 52

min 57:

16

03

12

time (ms)

124
124
6

6
24
24
124
124
124
24
24

124

time (ms)

146
146
29
29
146
146
29
29

146

time (ms)

146
146
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Cycletime

.00
.00
.00
.00
1.00

R

secC
sec
secC
sec
sec
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375,9802
383.8639
385.,8610
389,8158
391.8127
401.8559
403,8529
413,9770
413.9770
445,7555
Window # 4
mass
407.7817
409,7788
413,9770
413.9770
417.8250
419.8220
423.,7767
425,7737
435.,8169
437.8140
463.9738
463.9738
479.,7165
Window # 5
mass
425,9770
425,9770
441,7428
443,7399
453,7830
455,7801
457.7377
459,7348
469.7780
471.7750
501.9706
501.9706
513.6775

MID Window
MID Window
MID Window
MID Window
MID Window
MID Window
MID Window
MID Window
MID Window
MID Window

N

Q
N N
RPoouukrRPEUOuo

PRERRRRPERRB

F  int

—

NN

O O R
(o]
H

PFRRPRRERRPRERRRRRR

HPoocu kPO u

F int
1 20

Q
R

Q
NN
PoouUuUuRrRPLrUITORRE

PRPRRRBRERRERRRRERR

time

time

29
29
146
146
29
29

146

(ms)
146
146

29
29
146
146
29
29
7

7
146

(ms)
7
7
146
146

29
29
146
146
29
29
7

7
146

terminated after 34,283333 minutes
end time was 34.280000 minutes
terminated after 42.200000 minutes
end time was 42.200000 minutes
terminated after 47.066667 minutes
end time was 47,.060000 minutes
terminated after 52.500000 minutes
end time was 52.500000 minutes
terminated after 57,200000 minutes
end time was 57.200000 minutes

Tune file name: C:\Xcalibur\System\DFS\MSI\tune2.DFSTune

DFS - Parameter

ACCU
BQUAD
CCURR
DRAW

DYNVOLTAGE

EDAC
ELEN
ENSBR
ESIPAR
FDMA
FM

1000.0000
1.1000
0.0000

-25.0000
16.0000
7968177.0000
-45.0000
1.1000

0.0000
18000000.0000
375.8364

BCORRS
CAPIL
COUNTING
DRAWC
ECORR
EDACG
EMULT
ERATIO
EXS
FILTER
FMII

0.0169
0.0000
0.0000
0.0000
1.0001
0.9995
1652.0000
1.0000
170.0000
100.0000
50.0000
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BMASS
CAPTSET
DELAY
DRAWS
ECURR
EDACZ
ENS
ESA
EXSBR
FLENS
FQUAD

309.4834
200.0000
0.0000
0.0000
1.0000
4144,0190
239.0000
679.0600
~1.1000
1.0000
5.4000
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FQUADGAIN 0.2000 FREQ
FVANAL 0.0040 FVINLET
FWIN 0.7000 HCURR
HVSRC 0.0000 ICALO

ICAL2 0.5865 IONEN

ISTC 260.0000 ISTS
LENS_SYM -6.0000 LM

LMASS 309.4834 LKM

MDAC 3559251.4883 MRANGE
NSCAN 2662,0000 NSMAX
NPEAK 13.0000  MULT
PUSHER -11.,0000 RECURR

RES 9980.6263 RPUSHER
RDRAWC 0.0000 RWIN
SHIELD_ POT 710.0000 SHIELD_SYM
SKIM 7.0000 SLOW

SW 0.1250 TANAL

TD 3.0000 T8

TIS 0.0010 TREF

TSET 0.0000 TUBEL
USERVAR 0.0000 UTQ1

uTQ3 80.0000 VMASS
XLENS_SYM 8.0000 YLENS_POT
Source Gauge: 3.5e-005 mbar
Analyzer Penning: 6.3e-008 mbar
Pirani Analyse: 4.0e-003 mbar
Pirani Source: 4.,8e~-002 mbar
Pirani Inlet System: 4.6e-002 mbar
Scantype is magnetic

Sourcemode is EI POS
MID Time Window 1: Resolution is 10439,
MID Time Window 2: Resolution is 10038.
MID Time Window 3: Resolution is 9950.
MID Time Window 4: Resolution is 9655.
MID Time Window 5: Resolution is 9980.

Amplifier Offset:

89.

*+** File closed Thu Apr 09 07:09:05 2015

ek ok

400.0000
0.0464
0.0000
0.0011
0.0000

260.0000

375.8364

425,9770

1252.,5112
8.0000
-2,0000
0.8977

-10.9670
2,0000
0.0000

60.0000
0.0000
0.0002

80.0000
0.0000

150.0000

309.4834

692.0000

Page 2922 of 3740

FSLOPE
FVSRC
HVANAL
ICAL1
IST
LENS_POT
LMII
MASS
NSAM
NSMIN
PSAM
RELEN
RDRAW
SCIDLE
SHIGH

Ss

TCURR
THRESH
TSAM
UROT
UTQ2
XLENS_POT
YLENS_SYM

36000000.0000

0.0477
0.0000
0.4030
0.0000
686.0000
500.0000
309.4834
200.0000
66.0000
10.0000
0.0000
0.0000
0.0000
180.0000
2.,0000
0.0000
2.0000
200.0000
0.0000
190.0000
854.0000
-2.0000
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QUAN: dl115040915.g0 Entries:
Data file(s) used
File: d1150409i5 09-Apr~15
Samp: WO=4104:74cs5 Meth=F8o Dil=1 Start
Comm: Inst=d11a/1259376 Batch=201504091i Ccal=D115032481
Mode: EI ESI + Q1MS UP LR Study
Oper: LKM Inlet :
Disp: CHRO
Amount = (area * ref amnt) / (ref area * responsge factor); amount
Response factors from quantitation file

Quan Actual Area Height Peak

Masses Time Beginn
319,8805 30:43 6518135, 686807. 30:28
321.8775 30:43 82396009. 860994, 30:28
319.8805 30:43 6518135, 686807. 30:28
321.8775 30:43 8239609, 860994, 30:28
331.9202 30:10 2371542, 258757. 29:54
331.9202 30:40 2832713, 299302, 30:25
333.9171 30:10 2959392, 315903. 29:54
333.9171 30:40 3570869. 378985. 30:25
327.8683 30:43 14248747, 1483809, 30:28
327.8683 30:43 14248747, 1483809, 30:28
303.8864 28:44 9498720, 1068304. 28:29
305.8834 28:44 11973225, 1334886, 28:29
303.8864 28:44 9498720, 1068304, 28:29
305.8834 28:44 11973225, 1334886, 28:29
315.9261 28:42 4544542, 511141, 28:27
317.9230 28:42 5677311. 645078, 28:27
355.8368 40:34 33419168, 8426247, 40:25
357.8337 40:34 20761718. 5108184. 40:23
355.8368 40:34 33419168. 8426247, 40:25
357.8337 40:34 20761718. 5108184, 40:23
367.8765 40:33 3203146. 781280. 40:23
369.8734 40:33 1985360. 490144. 40:24
339.8427 38:45 63335920, 13584958, 38:32
341.8396 38:45 39144884 . 8276000. 38:31
339.8427 38:45 63335920, 13584958, 38:32
339.8427 40:01 59010252, 13964375. 39:52
341,8396 38:45 39144884, 8276000. 38:31
341.,8396 40:01 36691308, 8747891. 39:52
351.8824 38:44 5315784. 1072382. 38:33
351,8824 40:00 5275693, 1216627. 39:52
353.8793 38:44 3346418, 679643, 38:32
353.8793 40:00 3274755, 763896, 39:44
389.7961 45:21 38563304, 10548473, 45:13
391.7931 45:21 30459200, 8049105, 45:13
389.7961 44:51 35640040. 10298393 . 44:44
389.7961 44:58 35292304, 9836774. 44:54
389,7961 45:21 38563304, 10548473, 45:13
391.7931 44:51 27993888, 8111213, 44:44
391.7931 44:58 27733800. 7779550, 44:54
391,7931 45:21 30459200. 8049105, 45:13
401.8358 44:50 3343864, 902201, 44:39
401.8358 44:57 3164500. 877233, 44:54
401.8358 45:20 3650664, 987015, 45:09
403.8327 44:50 2546554, 715368, 44:43
403.8327 44:57 2604394, 705848, 44:53
403.8327 45:20 2879047. 769348, 45:13
373.8021 43:57 64458956 19304638, 43:53
375.7990 43:57 50659236. 15261648, 43:53
373.8021 43:49 60348600. 17225606, 43:41
373.8021 43:57 64458956, 19304638, 43:53
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92

06:07:29

1613/8290
LC

Peak

End
30:58
30:58
30:58
30:58
30:24
30:55
30:25
30:55
30:58
30:58
28:59
28:59
28:59
28:59
28:57
28:57
40:50
40:50
40:50
40:50
40:43
40:44
38:58
38:58
38:58
40:08
38:58
40:10
38:58
40:15
38:55
40:15
45:30
45:33
44 :54
45:13
45:30
44:54
45:13
45:33
44 :54
45:09
45:32
44:53
45:12
45:32
44:03
44403
43:53
44:03

2641

= f (reponse)

Noise La
Value Pe

90.
76.
90.
76.
87.
87.
67.
67.
80.
80.

104

122,

104

122,
93.
78.

114

86.
114.
86.
34.
46.
209,
166.
209.

2009
166
166

105.
105.

62,

62.
277.
159.
277,
2717.

277
159

159.
159,
75,
75.
75.
68.
68.
68.
215.
195.
215.
215.
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Integration
Baseline
AVV
AVV
AVV
AVV
AVV
AVB
ABV
AVV
AVVY
AVV
AVV
AVV
AVV
AVV
AVV
AVV
ABV
ABV
ABV
ARV
ABV
ABV
ARV
ABV
ABV
ABV
ABV
ABV
ABV
AVV
ABV
AVV
AVV
AVV
ABV
AVV
AVV
ABV
AVV
AVV
ABV
AVV
AVV
ABV
AVV
AVVY
AVB
AVB
ABV
AVB




373.8021
373.8021
375.7990
375.7990
375.
. 7990
. 8447
. 8447
385.
385,
385,
.8417
.7555

375
383
383

385
423
425
423
423
425
425

437
437
407
409
407

409

417
419
419
457
459

7990

8417
8417
8417

7524

. 7555
. 7555
. 7524
. 7524
435.
435,

7951
7951

.7921
L7921
.7614
.7583
.7614
407.
409,
.7583
417.
. 8041
8010
.8010

457,
459,
. 7545
471.
441.
L7177
441,
L7177

469

443

443

7614
7583

8041

7148
7118
7148
7118

7514
7207

7207

44:40
45:36
43:49
43:57
44:40
45:36
43:56
44:39
43:49
43:56
44:39
45:35
49:39
49:39
48:28
49:39
48:28
49:39
48:27
49:38
48:27
49:38
47:58
47:58
47:58
50:17
47:58
50:17
47:57
50:16
47:57
50:16
53:55
53:55
53:55
53:55
53:54
53:54
54:03
54:02
54:03
54:02

57947624.
54422140.
47378456,
50659236,
45824976,

42661484

3215801.
2907249.
5086807.
5936327.
5360022.
5039490.
26616478,
25288232.

172389

26616478.

165128
25288232

16162.
2505459,
16380.
2360417.
47937372.
46062808.
47937372.

36791396

46062808,
35266784 .

2043250
1687624

4468242,

3696119

48227144.
54280368.
48227144,
54280368.

4076362.

4486887.
75190896,
83025176,
75190896.
83025176.

16772585,
14631468,
13901712,
15261648,
12936960,
11594366,
926978,
816959.
1401072,
1697550.
1481923,
1295546,
5805702,
5414345,
32172.
5805702
31608.
5414345,
3180.
532006.
3139.
501018.
11825597,
11369662,
11825597,
7863719,
11369662,
7686688,
489565,
348812,
1059038,
772158,
14097386.
15521263,
14097386,
15521263.
1141850.
1249068.
21531628.
23127790,
21531628.
23127790,

44:29
45:28
43:39
43:53
44:29
45:28
43:52
44:25
43:40
43:52
4428
45:28
49:29
49:29
48:21
49:29
48:20
49:29
48:18
49:28
48:20
49:28
47:49
47:49
47:49
50:08
47:49
50:08
47:48
50:08
47:48
50:01
53:47
53:46
53:47
53:46
53:46
53:46
53:50
53:49
53:50
53:49
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44
45
43
44
44
45
44
44
43
44
44
45
49
49
48
49
48
49
48

49

48
49

48:

48

48:

50
48
50
48
50
48
50
53
53
53
53
54
54
54
54
54

54

147
:51
+53
+03
147
151
100
: 55
:52
: 00
155
150
: 54
154
143
54
141
154
140
53
139
:53
14
+ 14
14
: 33
114
133
¢ 13
132
113
132
:58
: 58
: 58
:58
:10
:10
107
107
107
07

215,
215,
195.
195.
195.
195,
75.
75.
90,
90.
90.
90.

120.

90.
120.
120.

90.

90.

23.

23,

41,

41.
140.
157.
140.
140.
157.
157.

57,

57.

76.

76.

92.

98.

92.

98.

57.

55,
129.
119.
129.
119.
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AVB
AVV
ABV
AVB
AVB
AVV
AVB
AVV
ABV
AVB
AVV
AVV
ABV
ABV
ABV
ABV
ABV
ABV
ABB
ABV
ABB
ABV
ABV
ABV
ABV
ABV
ABV
ABV
ABV
ABV
ABV
AVV
ABB
ABB
ABB
ABB
ABV
ABV
ABB
ABB
ABB
ABB
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TestAmerica IsoCalc Preliminary Sample Report
Knoxville PCDD/PCDF by EPA Method 1613B (w/13C-OCDF)
Workoxrder 4966:05 Prep Batch Lot No
Data File /201504091/d1150409ss.d Prep Date SDG No
Analysis ID 169137 Prep Exp Date Date Received
Analysis Date 4/9/2015 Matrix UNKNOWN Date Sampled
Analysils Time 08:14 Inltlial Wt/Vol Lims Test Code
Anal Exp Date Extract Vol Method DX1613B
Instrument D11A Dil Factor 1.00 Code F8o
Analyst LKM
Conc DL
Analyte RT Area Height RF std Amt Amount Rec (ng/mL) (ng/mL)
2,3,7,8~-TCDD 30:38 394180 37153 1.144 10.00 10.715084 107.15 10.715084 E 0.0764
Total TCDD 1.144 10,715084 10.715084 E 0.0764
2,3,7,8-TCDF 28:40 619809 64303 1,066 10,00 9.433369 94 .33 9.433369 E 0.0382
Total TCDF 1.066 9.433369 . 9.433369 E 0,0382
1,2,3,7,8-PeCDD 40:31 1315159 289244 1,060 50.00 50,730302 101.46 50.730302 E 0.0303
Total PeCDD 1,060 50.730302 50.730302 E 0.0303
1,2,3,7,8-PeCDF 38:43 2359468 445095 1.179 50.00 44.833948 89.67 44.833948 E 0.0324
2,3,4,7,8-PeCDF 39:59 2462748 507880 1.115 50.00 48,756661 97.51 48,756661 E 0.0292
Total PeCDF 1.147 93.590609 93.590609 E 0,0306
1,2,3,4,7,8-HXCDD 44:49 1357528 349283 1,131 50.00 47.400410 94,80 47.400410 E 0.0566
1,2,3,6,7,8-HXCDD 44:56 1430404 343333 1.116° 50.00 45.123502 90.25 45.123502 E 0.0541
1,2,3,7,8,9-HXCDD 45:18 1344233 322708 1.205 50.00 41.522752 83,05 41.522752 E 0.0515
Total HxCDD 1.151 134.046665 134.046665 E 0.0540
1,2,3,4,7,8-HxCDF 43:47 2144346 592196 1.350 50,00 44.495793 88.99 44,495793 E 0.0384
1,2,3,6,7,8~HxCDF 43;:55 2480681 605354 1,242 50.00 46,542844 93.09 46,542844 E 0.0391
2,3,4,6,7,8-HxCDF 44:38 2210282 553380 1,241 50.00 50.851570 101.70 50,851570 E 0.0478
1,2,3,7,8,9-HxCDF 45:35 1861038 421538 1,262 50.00 46.164088 92,33 46,164088 E 0.0564
Total HxCDF 1,274 188.054295 188.054295 E 0.0444
1,2,3,4,6,7,8-HpCDD 49:36 1058177 207294 1,114 50.00 47,842219 95.68 47.,842219 E 0.0553
Total HpCDD 1.114 47,842219 47.842219 E 0.0553
1,2,3,4,6,7,8-HpCDF 47:57 2004588 427328 1.461 50.00 45,911534 91.82 45.911534 E 0,0310
1,2,3,4,7,8,9-HpCDF 50:16 1533330 295507 1.370 50,00 50.102768 100.21 50.102768 E 0.0486
Total HpCDF 1.416 96.014303 96.014303 E 0.0381
OCDD 53:52 1867693 455566 1,203 100.0 89.260812 89.26 89.260812 E 0.0612
OCDF 54:01 2637372 650771 1,134 100.0 98.662821 98.66 98.662821 E 0.0442
13¢-2,3,7,8-TCDD 30:35 3217015 303449 1,093 100.0 90.423502 90.42 90.423502 0.292
13C-2,3,7,8-TCDF 28:37 6165976 638638 1,794 100.0 105,525905 105,53 105.525905 0.0883
13C-1,2,3,7,8-PeCDD 40:30 2445960 545730 0.800 100.0 93.894848 93.89 93.894848 0.0747
13C-1,2,3,7,8-PeCDF 38:41 4463168 812414 1,356 100.,0 101.,044790 101.04 101.044790 0.116
13¢-2,3,4,7,8~PeCDF 39:57 4531894 952520 1,343 100.0 103.626711 103.63 103.626711 0,117
13¢-1,2,3,4,7,8-HxCDD 44:48 2531994 640883 0.916 100.0 113.685666 113.69 113.685666 0.140
13¢-1,2,3,6,7,8-HxCDD 44:55 2840602 679623 0,906 100.0 128,889865 128.89 128.,889865 0.141
13C~1,2,3,4,7,8~HXCDF 43:46 3568635 979005 1.268 100.0 115.,697523 115,70 115.697523 0.,0816
13¢-1,2,3,6,7,8~HXCDF 43 :54 4292694 1046161 1,506 100.0 117.248550 117.25 117.248550 0.0688
13C-2,3,4,6,7, 8-HXCDF 44:37 3502803 855631 1,344 100.0 107.177987 107.18 107.177987 0.0771
13€-1,2,3,7,8,9~-HXCDF 45:34 3194288 712578 1,202 100,0 109.273329 109.27 109.273329 0.0862
13C-1,2,3,4,6,7,8~HpCDD 49:35 1985961 385552 0.728 100.0 112.116270 112,12 112.116270 0.0560
13¢-1,2,3,4,6,7,8~HpCDF 47:56 2988467 624413 1,008 100,0 121.908912 121,91 121,908912 0.0736
13¢-1,2,3,4,7,8,9~-HpCDF 50:15 2233282 423797 0.811 100.0 113.271105 113.27 113,271105 0.0915
13C-0CDD 53:51 3478658 821365 0.597 200,0 239.461590 119.73 239.461590 0,131
13C-QOCDF 54:00 4713056 1106795 0,946 200,0 204.873365 102.44 204,873365 0,0631
37Cl4-2,3,7,8~TCDD 30:38 398896 38888 1.233 10,00 9.931628 99,32 9.,931628 E 0,0291
13C-1,2,3,4-TCDD 30:05 3256469 334555 1,000 100.0 100.000000 100,00 100.000000 0.319
13¢-1,2,3,7,8,9-HxCDD 45:17 2431817 569708 1.000 100.0 100.000000 100,00 100.000000 0.128

Printed: 04/09/15 10:26
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TestAmerica IsoCalc Preliminary Peak Report
Knoxville PCDD/PCDF by EPA Method 1613B (w/13C-OCDF)
Workorder 4966:05 Prep Batch Lot No
Data File /201504091i/d1150409ss. Prep Date SDG No
Analysis ID 169137 Prep Exp Date Date Received
Analysis Date 04/09/15 08:14 Matrix UNKNOWN Date Sampled
Anal Exp Date Initial Wt/vol Lims Test Code
Instrument D11A Extract Vol Method DX1613B
Analyst LKM Diluton Factor 1.00 Code F8o
View Small Peaks? False View deleted peaks? False
Mass Peak Name RT Pred RT A Area 1 Area 2 Heightl Height2 Ratio Integration Flags
304 303.9016 305.8987 303.,9016 305.8987 0.65-0.89
Noige 00:00 00:00 0 118 143 47 57 0.82 /
2,3,7,8-TCDF 28:40 28:39 1 268355 351454 26985 37318 0.76 ABV/ABV
316 315,9419 317,9389 315.9419 317.9389 0.65-0.89
Noise 00:00 00:00 0 293 238 117 95 1,23 * /
13C-2,3,7,8~TCDF 28:37 28:37 0 2732517 3433459 281504 357134 0.80 ABV/ABV
320 319.8965 321.8936 319.8965 321.8936 0,65-0.89
Noise 00:00 00:00 130 135 52 54 0.96 * /
2,3,7,8-TCDD 30:38 30:38 0 173787 220393 16318 20835 0.79 AVV/AVV
328 327.8847 327.8847
Noige 00:00 00:00 0 120 48
37Cl4-2,3,7,8-TCDD 30:38 30:38 398896 38888 ABV
332 331.9368 333,9338 331.9368 333,9338 0.65-0.89
Noise 00:00 00:00 0 513 555 205 222 0.92 * /
13C-1,2,3,4-TCDD 30:05 30:05 1444746 1811723 149749 184806 0,80 ABV/ABV
13C-2,3,7,8-TCDD 30:35 30:35 0 1430813 1786202 137204 166245 0.80 AVV/AVV
340 339,8597 341.,8567 339,8597 341.8567 1.32-1.78
Noise 00:00 00:00 0 175 135 70 54 1.30 * /
1,2,3,7,8-PeCDF 38:43 38:42 1439990 919478 273740 171355 1.57 ABV/ABV
2,3,4,7,8-PeCDF 39:59 39:59 [0} 1505434 957314 313341 194539 1.57 AVV/ABV
352 351,9000 353,8970 351.9000 353.8970 1.32-1.78
Noige 00:00 00:00 0 303 223 121 89 1.36 /
13C-1,2,3,7,8~-PeCDF 38:41 38:41 0 2735502 1727666 499209 313205 1.58 ABV/ABV
13C-2,3,4,7,8-PeCDF 39:57 39:57 2770417 1761477 585199 367321 1,57 ABV/ABV
356 355.8546 357.8516 355.8546 357.8516 1,32-1.78
Noise 00:00 00:00 103 73 41 29 1.41 /
1,2,3,7,8-PeCDD 40:31 40;31 0 804072 511087 177082 112162 1,57 ABV/ABV
368 367.8949 369.8919 367.8949 369.8919 1.32-1.78
Noige 00:00 00:00 0 118 83 47 33 1.42 /
13C-1,2,3,7,8-PeCDD 40:30 40:30 0 1492054 953906 332216 213514 1.56 ABV/ABV
374 373.8208 375.8178 373.8208 375.,8178 1,05-1.43
Noige 00:00 00:00 225 283 90 113 0.80 * /
1,2,3,4,7,8-HxCDF 43:47 43:48 -1 1190429 953917 330701 261495 1.25 ABV/ABV
1,2,3,6,7,8-HxCDF 43:55 43:56 1383852 1096829 339804 265550 1.26 AVV/AVV
2,3,4,6,7,8-HxXCDF 44:38 44:38 0 1224380 985902 304763 248617 1.24 AVV/AVV
1,2,3,7,8,9-HxCDF 45:35 45:35 0 1032933 828105 235900 185638 1.25 ABV/ABV
38 383,8639 385,8610 383.8639 385.8610 0.43-0.59
Noige 00:00 00:00 243 348 97 139 0,70 * /
13C-1,2,3,4,7,8-HXCDF 43:46 43:47 -1 1219322 2349313 332701 646304 0.52 ABV/ABV
13C~1,2,3,6,7,8~-HXCDF 43:54 43:54 1496038 2796656 364023 682138 0.53 AVV/AVV
13C-2,3,4,6,7, 8-HxCDF 44:37 44 .37 0 1222518 2280285 298643 556988 0.54 AVV/AVV
13C-1,2,3,7,8,9-HXCDF 45:34 45:34 0 1116860 2077428 248900 463678 0.54 ABV/ABV
390 389,8156 391.8127 389.8156 391.,8127 1.05-1.43

Notes:

R =
T =

ratio is outside limits
peaks outside comax limit

M = data changed manually
D =

d
paak outside RT window

N = Psak
W = peak

Printed: 04/09/15 10:26

not reported
outside First/last

S
X

peak less than 2.5% S/N
peak has dup match

Pk Bl Bpg b 4748 0%
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TestAmerica IsoCalc Preliminary Peak Report
Knoxville PCDD/PCDF by EPA Method 1613B (w/13C-OCDF)
Workorder 4966:05 Prep Batch Lot No
Data File /201504091i/d1150409ss. Prep Date 8DG No
Analysis ID 169137 Prep Exp Date Date Recelved

Analysis Date 04/09/15 08:14 Matrix UNKNOWN Date Sampled
Anal Exp Date Initial Wt/vVol Limg Test Code
Instxument D11A Extract Vol Method DX1613B
Analyst LKM Diluton Factor 1.00 Code Fgo
View Small Peaks? False View deleted peaks? False
Mass Peak Name RT Pred RT A Area 1 Area 2 Heilghtl Helght2 Ratio Integration Flags
390 389.8156 391,8127 389,8156 391.8127 1,05-1,43
Noise 00:00 00:00 230 180 92 72 1.28 /
1,2,3,4,7,8-HxXCDD 44:49 44:49 0 752993 604535 196301 152982 1.25 ABV/ABV
1,2,3,6,7,8-HxCDD 44:56 44:56 798010 632394 193947 149386 1.26 AVV/AVV
1,2,3,7,8,9-HxCDD 45:18 45:19 -1 742654 601579 178087 144621 1.23 AVV/AVV
402 401,8559 403.8529 401,8559 403,8529 1.05-1.43
Noise 00:00 00:00 0 355 375 142 150 0.95 * /
13C~1,2,3,4,7,8-HxCDD 44:48 44 :48 0 1417790 1114204 361778 279105 1.27 ABV/ABV
13C-1,2,3,6,7,8~HxCDD 44:55 44:55 1601997 1238605 384957 294666 1.29 AVV/AVV
13C-1,2,3,7,8,9~HXCDD 4517 45:18 -1 1359240 1072577 317134 252574 1.27 AVV/AVV
408 407,7818 409.7788 407.7818 409,7788 0,88-1.20
Noige 00:00 00:00 0 153 130 61 52 1.17 /
1,2,3,4,6,7,8-HpCDF 47:57 47:57 0 1018003 986585 218091 209237 1.03 ABV/ABV
1,2,3,4,7,8,9-HpCDF 50:16 50:16 0 787994 745336 152342 143165 1.06 ABB/ABB
418 417.8250 419.8220 417.8250 419.8220 0.37-0.51
Noise 00:00 00:00 0 128 295 51 118 0.43 /
13C-1,2,3,4,6,7,8~-HpCDF 47:56 47:55 1 927520 2060947 194058 430355 0,45 ABV/ABV
13¢C-1,2,3,4,7,8,9-HpCDF 50:15 50:15 708696 1524586 132663 291134 0.46 ABV/ABB
424 423.7767 425,7737 423.7767 425.7737 0.88-1,20
Nolge 00:00 00:00 105 133 42 53 0.79 * /
1,2,3,4,6,7,8-HpCDD 49:36 49:37 -1 543179 514998 106691 100603 1.05 ABV/ABV
436 435.8169 437.8140 435.8169 437.8140 0.88-1.20
Noise 00:00 00:00 0 115 118 46 47 0,98 /
Unidentified 48:24 00:00 21582 23176 4069 4668 0.93 ABB/ABB
13¢~1,2,3,4,6,7,8-HpCDD 49:35 49:36 -1 1037701 948260 198400 187152 1.09 ABV/ABV
442 441,7428 443.7399 441,7428 443,7399 0,76-1.02
Noise 00:00 00:00 0 163 115 65 46 1.41 * /
OCDF 54:01 54:01 0 1253849 1383523 307855 342916 0.91 ABV/ABV
454 453,7830 455,7801 453,7830 455,7801 0.76-1.02
Noise 00:00 00:00 ] 213 128 85 51 1.67 * /
13C-0OCDF 54:00 54:00 0 2234701 2478355 522459 584336 0.90 ABV/ABV
458 457,.7377 459.7348 457.7377 459,7348 0,76-1.02
Noise 00:00 00:00 0 130 173 ) 52 69 0.75 * /
OCDD 53:52 53:53 -1 886036 981657 214623 240943 0.90 ABV/ABV
470 469.7780 471,7750 469.7780 471,7750 0.76-1.02
Noige 00:00 00:00 208 240 83 96 0.86 /
13C-0CDD 53:51 53:52 -1 1640022 1838636 385549 435816 0.89 ABV/ABV
Notes:
R = ratio is outside limits M = data changed manually N = Peak not reportad 8 = peak less than 2,6x S/N
T = peaks outside comax limit D = peak ocutside RT window W = peak outside first/lasc X = peak hag dup match
Printed: 04/09/15 10:26 peak Rage. 202408 3740 1026 Page 2 of 2
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*** file opened Thu Apr 09 08:18:50 2015 **=*

Started by - Xcalibur
Instrument Internet name - DFS MS
Instrument model - DFS MS

Instrument service number - 0000
Workstation internet name - KNXDXNDFSO1

Analysis started at: 09-Apr-15 08:18:50
Analysis will stop at user request
Firmware Version: 1,03

MCAL file name: mcall.cal

Sequence : 102913KLR_ 150409011252

MID procedure: 5W~DBS_FC4BNSINGLEGQ~OCDF

Mid Time Windows:

Start Measure End Cycletime
# 1 12:00 min 22:16 min 34:16 min 1.00 sec
# 2 34:16 min 7:55 min 42:12 min 1.00 sec
# 3 42:12 min 4:51 min 47:03 min 1.00 sec
# 4 47:03 min 5:26 min 52:30 min 1.00 sec
# 5 52:30 min 4:42 min 57:12 min 1.00 sec

Mid Masses:

Window # 1
mass F int gr time (msg)
303.9016 1 1 124
305.8987 1 1 124
313.9834 1 20 1 6
313.9834 20 1 6
315.9419 5 1 24
317.9389 5 1 24
319.8965 1 1 124
321.8936 1 1 124
327.8847 1 1 124
331.9368 5 1 24
333.9338 5 1 24
363.9802 ¢ 20 1 6
363.9802 20 1 6
375.8364 1 1 124
Window # 2
mass F int gr time (ms)
313.9834 1 20 1 7
313,9834 - 20 1 7
339,8597 1 1 146
341.8567 1 1 146
351,9000 5 1 29
353.8970 5 1 29
355,8546 1 1 146
357.8516 1 1 146
367.8949 5 1 29
369.8919 5 1 29
375.9802 ¢ 20 1 7
375,9802 20 1 7
409.,7974 1 1 146
Window # 3
mass F int gr time (ms) ;
373.8208 11 146 _4
375.8178 1 1 146 )
375.9802 1 20 1 7 i
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375.,9802
383.8639
385.8610
389.8158
391.8127
401.8559
403.8529
413,9770 ¢
413.9770
445 ,7555
Window # 4
mags F
407.7817
409.7788
413,9770 1
413.9770
417.8250
419.8220
423,7767
425,7737
435,8169
437.8140
463.9738 c
463.,9738
479.7165
Window # 5
mass P
425,9770 1
425,9770
441.,7428
443,7399
453,7830
455,7801
457.7377
459,7348
469.,7780
471.7750
501.9706 c
501.9706
513.6775

N

NN
Poouvuiukrrououo

[®) -
oRr RS
=t

38}
o

NN
POOUGURLrEGWUV

int

20

20
1

1
5
5
1
1
5
5
20
20
1

PRRERRERRERPRRRPBRD PR

29
29
146
146
29
29
7

7
146

PHEHRRRBRRRRBb R

time (ms)

146
146

7

7
29
29
146
146
29
29

wQ
H

146

time (ms)

Q
H

146
146
29
29
146
146
29
29
7

7
146

FRRPRRPRRPRRRPERRB R R

MID Window terminated after 34,283333 minutes
MID Window end time was 34.280000 minutes
MID Window terminated after 42.200000 minutes
MID Window end time was 42.200000 minutes
MID Window terminated after 47.066667 minutes
MID Window end time was 47.060000 minutes
MID Window terminated after 52.500000 minutes
MID Window end time was 52.500000 minutes
MID Window terminated after 57.200000 minutes
MID Window end time was 57.200000 minutes

Tune file name: C:\Xcalibur\System\DFS\MSI\tune2.DFSTune

DFS - Parameter

ACCU 1000.0000 BCORRS
BQUAD 1.1000 CAPIL
CCURR 0.0000 COUNTING
DRAW -25.0000 DRAWC
DYNVOLTAGE 16.0000 ECORR
EDAC 7969177.0000 EDACG
ELEN -45.0000 EMULT
ENSBR 1.1000 ERATIO
ESIPAR 0.0000 EXS
FDMA 18000000.0000 FILTER
M 375.8364 FMII

0.0169
0.0000
0.0000
0.0000
1.0001
0.9995
1652.0000
1.0000
170.0000
100.0000
50.0000
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BMASS
CAPTSET
DELAY
DRAWS
ECURR
EDACZ
ENS
ESA
EXSBR
FLENS
FQUAD

306.9834
200.0000
0.0000
0.0000
1.0000
4144.0190
239.0000
679.0600
-1.1000
1.0000
5.4000
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FQUADGAIN 0.2000 FREQ
FVANAL 0.0039 FVINLET
FWIN 0.7000 HCURR
HVESRC 0.0000 ICALO
ICAL2 0.5865 IONEN
ISTC 260.0000 ISTS
LENS_SYM -6.0000 LM
LMASS 306.9834 LKM
MDAC 3538606.3470 MRANGE
NSCAN 2662.0000 NSMAX
NPEAK 13.0000 MULT
PUSHER -11.0000 RECURR
RES 9629.,2271 RPUSHER
RDRAWC 0.0000 RWIN
SHIELD POT 710.0000 SHIELD _SYM
SKIM 7.0000 SLOW
SW 0.1250 TANAL
TD 3.0000 TS
TIS 0.0010 TREF
TSET 0.,0000 TUBEL
USERVAR 0.0000 UTQ1
UTQ3 80.0000 VMASS
XLENS_SYM 8.0000 YLENS_POT
Source Gauge: 3.6e-005 mbar
Analyzer Penning: 6.3e-008 mbar
Pirani Analyse: 3.9e-003 mbar
Pirani Source: 4.8e-002 mbar
Pirani Inlet System: 4.6e-002 mbar

Scantype is magnetic

Sourcemode is EI POS

400.0000
0.0456
0.0000
0.0011
0.0000

260.0000

375.8364

425.9770

1252.,5112
8.0000
-2.0000
0.8982
~10.9524
2.0000
0.0000
60,0000
0.0000
0.0002
80.0000
0.0000

150.0000

306.9834

692,0000

MID Time Window 1: Resolution is 10318,
MID Time Window 2: Resolution is 10202.
MID Time Window 3: Resolution is 9672.
MID Time Window 4: Resolution is 9381.
MID Time Window 5: Resolution is 9629.

Amplifier Offset: 8

7.

*¥% File closed Thu Apr 09 09:16:04 2015

%k k
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FSLOPE
FVSRC
HVANAL
ICAL1

IST
LENS_POT
LMIT

MASS

NSAM
NSMIN
PSAM
RELEN
RDRAW
SCIDLE
SHIGH

Ss

TCURR
THRESH
TSAM

UROT

UTQ2
XLENS_POT
YLENS_ SYM

36000000.0000

0.0474
0.0000
0.4030
0.0000
686.0000
500.0000
306.9834
200.0000
66.0000
10.0000
0.0000
0.0000
0.0000
180.0000
2.0000
0.0000
2.,0000
200.0000
0.0000
190.0000
854.0000
-2.0000
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QUAN: d1150409ss.40 Entries: 92

Data file(s) used

File: d1150409ss 09-Apr-15

Samp: WO=4966;05 Meth=F8o Dil=1 Start : 08:14:09 2641

Comm: Inst=dlla/1259376 Batch=201504091 Ccal=D115032481

Mode: EI ESI + QI1MS UP LR Study : 1613/8290

Oper: LKM Inlet : LC

Disp: CHRO

Amount = (area * ref amnt) / (ref area * response factor); amount = f£{(reponse)

Response factors from quantitation file

Quan Actual Area Height Peak Peak Noise La Lab Integration
Masses Time Beginn End Value Pe Fac Baseline
319.8805 30:38 173787, 16318, 30:23 30:53 52. 1 1.0 AVV
321.8775 30:37 220393, 20835, 30:22 30:52 54, 1 1.0 AVV
319.8805 30:38 173787. 16318. 30:23 30:53 52. 2 5,0 AvV
321.8775 30:37 220393, 20835, 30:22 30:52 54, 2 5.0 AVV
331.9202 30:05 1444746, 149749. 29:50 30:20 205. 2 5,0 ABV
331.9202 30:35 1430813. 137204. 30:20 30:50 205. 2 5.0 AVV
333,9171 30:05 1811723. 184806, 29:50 30:20 222. 2 5.0 ABV
333.9171 30:35 1786202, 166245, 30:22 30:50 222. 2 5.0 AVV
327.8683 30:38 3988096. 38888, 30:23 30:53 48, 1 1.0 ABV
327.8683 30:38 398896, 38888, 30:23 30:53 48, 2 5.0 ABV
303.8864 28:40 268355, 26985. 28:26 28:55 47, 1 1.0 ABV
305.8834 28:39 351454, 37318, 28:25 28:54 57, 1 1.0 ABV
303.8864 28:40 268355, 26985, 28:26 28:55 47. 2 5.0 ABV
305.8834 28:39 351454, 37318, 28:25 28:54 57. 2 5.0 ABV
315.9261 28:37 2732517, 281504, 28:22 28:52 117, 2 5,0 ABV
317.,9230 28:37 3433459, 357134, 28:23 28:52 95, 2 5.0 ABV
355,8368 40:31 804072. 177082, 40:23 40:47 41, 1 1.0 ABV
357.8337 40:31 511087. 112162, 40:23 40:47 29. 1 1.0 ABV
355.8368 40:31 804072. 177082, 40:23 40:47 41. 2 5.0 ABV
357.8337 40:31 511087. 112162, 40:23 40:47 29. 2 5.0 ABV
367.8765 40:30 1492054, 332216, 40:22 40:46 47. 2 5.0 ABV
369.8734 40:30 953906. 213514, 40:21 40:46 33. 2 5.0 ABRV
339.8427 39:59 1505130. 313341, 39:49 40:15 70. 1 1.0 AVV
341.8396 39:58 957314, 194539, 39:50 40:14 54, 1 1,0 ABV
339.8427 38:43 1439990, 273740, 38:29 38:58 70. 2 5.0 ARV
339.8427 39:59 1505434, 313341, 39:44 40:15 70. 2 5.0 AVV
341,8396 38:43 919478, 171355, 38:31 38:58 54, 2 5.0 ABV
341.8396 39:58 957314. 194539, 39:50 40:14 54, 2 5.0 ABV
351.8824 38:41 2735502, 499209, 38:31 38:56 121. 2 5.0 ABV
351.8824 39:57 2770417, 585199. 39:49 40:06 121, 2 5,0 ARV
353.8793 38:41 1727666, 313205, 38:31 38:56 89. 2 5,0 ABV
353.8793 39:57 1761477, 367321. 39:49 40:08 89. 2 5,0 ABV
389.7961 44:56 798010. 193947, 44:52 45:11 92. 1 1.0 AVV
391.7931 44:56 632394. 149386, 44:52 45:11 72. 1 1.0 AVV
389.7961 44:49 752993, 196301, 44:42 44:52 . 92. 2 5,0 ABV
389.7961 44:56 798010, 193947. 44:52 45:11 92, 2 5,0 AVV
389,7961 45:18 742654, 178087, 45:12 4532 92. 2 5,0 AVV
391.7931 44:49 604535, 152982, 44:42 44:52 72. 2 5,0 ABV
391.7931 44:56 632394, 149386, 44:52 45:11 72. 2 5.0 AVV
391,7931 45:18 601579. 144621, 45:11 45:34 72. 2 5,0 AVV
401.8358 44:48 1417790. 361778, 44:41 44:51 142, 2 5,0 ABV
401.8358 44:55 1601997. 384957, 44:51 45:10 142. 2 5,0 AVV
401,8358 45:17 1359240, 317134, 45:10 45:33 142. 2 5,0 AVV
403.8327 44:48 1114204. 279105, 44:40 44:51 150. 2 5,0 ARV
403.8327 44:55 1238605. 294666, 44:51 45:09 150. 2 5,0 AvvV
403.8327 45:17 1072577. 252574, 45:09 45:33 150. 2 5,0 AVV
373.8021 43:55 1383942, 339809, 43:50 44:10 90. 1 1.0 AVV
375.7990 43:54 1097017. 265562. 43:50 44:09 113, 1 1.0 AVV
373.8021 43:47 1190486, 330706. 43:39 43:50 90. 2 5.0 ABV
373.8021 43:55 1383942, 339809. 43:50 44:10 90. 2 5.0 AVV
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373.8021 44:38 1224431, 304765, 44:29 44:53 90. 2 5.0 AvV
373,8021 45:35 1032919, 235900, 45:27 45:50 90. 2 5.0 ABV
375.7990 43:54 1097017, 265562, 43:50 44:09 113. 2 5.0 AVB
375.7990 44:38 985895, 248617. 44:30 44:53 113. 2 5.0 AVB
383.8447 43:46 1219179, 332691, 43:39 43:49 97. 2 5.0 ABV
383.8447 43:54 1495866, 364014. 43:49 44:09 97. 2 5.0 AVV
383.8447 44:37 1222409, 298639, 44:28 44:52 97. 2 5.0 AVV
383.8447 45:34 1116910, 248901. 45:25 45:49 97. 2 5.0 ABV
385.8417 43:46 2349300. 646302, 43:39 43:49 139, 2 5.0 ABV
385.8417 43:54 2796549, 682134, 43:49 44:09 139. 2 5.0 AVV
385.8417 44:37 2279901, 556973, 44:28 44:52 139. 2 5.0 AVV
385,8417 45:34 2076261, 463645, 45:26 45:49 139. 2 5.0 ABRV
423.7555 49:36 543179, 106691, 49:28 49:51 42, 1 1,0 ABV
425,7524 49:36 514998, 100603, 49:27 49:51 53, 1 1.0 ABV
423.7555 48:25 4700, 775, 48:21 48:40 42. 2 5,0 ABB
423.7555 49:36 543179. 106691, 49:28 49:51 42, 2 5,0 ABV
425,7524 48:26 5421. 981, 48:20 48:41 53. 2 5.0 ABV
425.7524 49:36 514998, 100603, 49:27 49:51 53. 2 5,0 ABV
435.7951 48:24 21582. 4069, 48:18 48:34 46. 2 5.0 ABB
435,7951 49:35 1037701, 198400. 49:26 49:50 46, 2 5.0 ABV
437.7921 48:25 23176, 4668, 48:18 48:39 47. 2 5.0 ABB
437.7921 49:35 948260, 187152. 49:27 49:50 47. 2 5.0 ABV
407.7614 47:57 1016182, 218097. 47:49 48:12 61, 1 1.0 ABV
409.7583 47:57 985431, 209241. 47:48 48:12 52, 1 1.0 ABV
407.7614 47:57 1016182, 218097. 47:49 48:12 61l. 2 5.0 ABV
407.7614 50:16 785608, 152373. 50:07 50:31 6l, 2 5.0 ABV
409.7583 47:57 985431, 209241, 47:48 48:12 52. 2 5.0 ABV
409.7583 50:16 744512, 143226, 50:06 50:31 52, 2 5.0 ABV
417.8041 47:56 924094, 194039, 47:48 48:11 51. 2 5.0 ABV
417.8041 50:15 709204, 132730, 50:06 50:30 51. 2 5.0 ABV
419.8010 47:56 2055543, 430356. 47:47 48:11 118. 2 5.0 ABV
419.8010 50:15 1525791, 291275, 50:06 50:30 118, 2 5.0 ABV
457.7148 53:52 886036, 214623, 53:45 54:08 52. 1 1.0 ABV
459.,7118 53:;52 981657, 240943, 53:45 54:08 69. 1 1.0 ABV
457.7148 53:52 886036, 214623, 53:45 54:08 52. 2 5.0 ABV
459.7118 53:52 981657, 240943, 53:45 54:08 69. 2 5.0 ARV
469.7545 53:51 1640022, 385549, 53:44 54:07 83. 2 5.0 ABV
471.7514 53:51 1838636. 435816. 53:45 54:07 96. 2 5.0 ARV
441.7207 54:01 1254811, 307886. 53:50 54:16 65. 1 1.0 ABV
443.7177 54:01 1384938, 342961. 53:48 54:16 46. 1 1.0 ABV
441.7207 54:01 1254811, 307886. 53:50 54:16 65. 2 5.0 ARV
443.,7177 54:01 1384938, 342961, 53:48 54:16 46, 2 5.0 ABV
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TestAmerica Knoxville Dioxin GC/MS Continuing Calibration Review / Narrative Checklist
Method: 8290/8290A - KNOX-ID-0004-R16

R O

Start Mass Res. v: | 13 Ver Filename: | A\\\0UB\AS) Inst:
End Mass Res. vi | 2622 Win Filename: \ ICAL Date; | W]a\S
Col Perf Filename: A s
End Ver Filename; | A [ [, & 1T S 2
' 2nd
Review Items ; N/A | Yes | No | If No, why is data reportable? Level
1. Was the mass resolution-documented at both the beginning and end of the
12 hour shift? /

2,

Was the instrument resolution >10,000 (<100 ppm) on PFK m/z 304.9824
and m/z 380.9760 (MAT) and > 10,000 on

FC43 m/z 313.9838, 351.9802 and 363.9807?

FC43 m/z 313.9838, 351.9802 and 375.9802?

FC43 m/z 375.9802, 401.9770 and 413.9770?

FC43 m/z 413.9775, 425.9770 and 463.9738?

FC43 m/z 425.9775, 463.9743 and 501,97067 (DES)

yd
/|

Was the measured exact mass of m/z 380.9760. (PFK) or 363,9807 (FC43)
within § ppm at reduced accelerating voltage?

Was date/time of analysis verified between analysis header and logbook as
correct?

Was the Window Defining Mixture analyzed and the MID switchpoints set
to encompass the retention time windows of each congener group?

Was the Column Performance solution analyzed and the %Valley <25 for
separation between 2378-TCDD/F and the closest eluting non-2378 isomer
on their respective-columns?

ANEANANANERN

Was DoD Performance check criteria met? Identification of all first and last
eluters of the eight homologue retention time windows and documentation
by labeling (F/L) on the chromatogram, Absolute retention times for
switching from one homologous series to the next > 10 seconds for all
components of the mixture.

Were continuing calibrations performed at the beginning and end of the 12-
hour period, with successful mass resolution and GC resolution
performance checks?

- Were the response factors calculated for each labeled standard and

unlabeled native analyte using the SOP specified reference compound
(Table 3), quantitation ions (Table 21), and formula (Section 10.2.7)?

. Are the measured RRFs for cach compound within the specified control

limits in Table 7 for all PCDDs/PCDFs?

. Are the relative retention times of all PCDDs/PCDFs and all labeled

compounds within the limits specified in Table 3?

. Are all S/N ratios 210 for the GC signals in each EICP (extracted ion

chromatographic profile) including internal standards?

. Are the ion abundance ratios for all labeled and unlabeled analytes within

the control limits specified in Table 22 of the SOP?

ANATNEANVANEAN

. If manual integrations were performed, are they clearly identified, initialed

and dated?

15.

Were before/afier chromatograms reviewed to determine whether the
software and manual integrations were appropriate?.

N\

16

. Were manual integrations documented properly?

N

17.

If criteria were not met, was a NCM generated, approved by supervisor, and
copy included in folder?

18.

Does the CCAL folder contain complete data in the following order: Data
review checklist, a complete runlog, CCAL summary, Ratio summary,
Calculation summary, PFK/FC43 resolution/peak match documentation;
Total RIC, EICP's and manual integration - for window and all standards?

NN YN NSO NN

’. o) A,

Analyst: / N

le

’ Date:b (4/

2nd Level Reviewer :

(P~

[ Date: ?’qu' V

Comments:

7

a4

Comments:
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36

TESTAMERICA KNOXVILLE
SPECIALTY ORGANICS INSTRUMENT DFS 1
Date | Time | Opr Sample ID Tilename Code | Matrix | Type | Tape (iC Lot/Comments
Zhsli s At | Nanane  + (N, Nl — 160 V|l
Blislly WoHs AUl I o | — |\ V]
sl (o) [ Wi 4 4 ot | — [ 4 VS
ég\m'\ﬁp 28 AU [NRON QYA ?A\\WW& oc [H,01 Qe || sudem Rl
= K]S\ a0 DAL [WEXBE M\w%m& oc | |\ sam \ [HolsHp-ow
ﬁ%\ﬂt\v 521 VUL [N 3 Db e | o | Kam |_|Brele\o403-co1
i ez [ce [t xenoih ¢ 0Mafittn o | | e VLo
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TestAmerica IsoCalc Continuing Calibration Report
Knoxville PCDD/PCDF by EPA Method 8290A w/13C-OCDF
CCAL ID: 89922 - D116081781 ICAL Date: 04/09/15
CCAL Filename: dl1160817s1l Method: 9A0 - DX8290A
CCAL Sample ID: 4966:41 Instrument: D11A
CCAL Result Dir: /2016081781/d1160817g1.d Column SN: 1379922

CCAL Date/Time: 08/17/16 09:22 Column Desc: Rtx-5 60m x 0.32mm ID x 0.25um
m/z's Ion Calc
Forming Abund Conc ICAL CCAL QC
Analytes Ratio Ratio QC Limits (ng/mL) RF RF %D Limit Valid?
2,3,7,8-TCDD M/M+2 0.81 0,65-0.,89 10.2 1.144 1.164 1.8 20.0 True
2,3,7,8-TCDF M/M+2 0.78 0,65-0,89 10.4 1.066 1.105 3.7 20.0 True
1,2,3,7,8-PeCDD M+2/M+4 1.57 1.32-1,78 49 1.060 1.039 -1,9 20.0 True
1,2,3,7,8-PeCDF M+2/M+4 1,58 1.32-1,78 50 1,179 1.174 -0.4 20.0 True
2,3,4,7,8-PeCDF M+2/M+4 1.58 1.32-1.78 49 1,115 1.096 ~1.6 20.0 True
1,2,3,4,7,8-HxCDD M+2/M+4 1.27 1.05-1,43 50 1.131 1.130 -0.1 20.0 True
1,2,3,6,7,8-HxCDD M+2/M+4 1.26 1,05-1.43 50 1.116 1,122 0.6 20.0 True
1,2,3,7,8,9-HxCDD M+2/M+4 1.25 1.05-1,43 49 1.205 1,175 -2.,5 20.0 True
1,2,3,4,7,8-HxCDF M+2/M+4 1.25 1.05-1,43 50 1.350 1.361 0.8 20.0 True
1,2,3,6,7,8-HxCDF M+2/M+4 1,26 1.05-1.,43 51 1.242 1.264 1.8 20.0 True
2,3,4,6,7,8-HxXCDF M+2/M+4 1.26 1.05-1.43 50 1,241 1,250 0.7 20.0 True
1,2,3,7,8,9-HxCDF M+2/M+4 1.27 1.05-1.43 49 1.262 1.242 -1,6 20.0 True
1,2,3,4,6,7,8-HpCDD M+2/M+4 1.04 0.88-1,20 49 1,114 1.085 -2.6 20,0 True
1,2,3,4,6,7,8-HpCDF M+2/M+4 1.05 0.88-1.20 51 1.461 1.495 2.4 20,0 True
1,2,3,4,7,8,9-HpCDF M+2/M+4 1.06 0.88-1,20 50 1.370 1.373 0,2 20,0 True
OCDD M+2/M+4 0.90 0.76-1,02 99 1.203 1.187 ~-1.3 20.0 True
OCDF M+2/M+4 0.91 0,76-1.,02 92 1,134 1.043 -8,1 20.0 True
13¢-2,3,7,8~TCDD M/M+2 0.80 0.65-0.,89 96 1.093 1,044 -4 ,4 30.0 True
13C~2,3,7,8-TCDF M/M+2 0.81 0.65-0.89 94 1,794 1.685 -6.1 30.0 True
13C-1,2,3,7,8-PeCDD M+2/M+4 1.59 1.32-1,78 106 0.800 0.852 6.5 30.0 True
13¢-1,2,3,7,8-PeCDF M+2/M+4 1,57 1.32-1,78 97 1.356 1.320 -2.,6 30.0 True
13C-2,3,4,7,8~-PeCDF M+2/M+4 1.60 1,32-1.78 104 1,343 1.392 3.7 30.0 True
13¢-1,2,3,4,7,8-HxCDD M+2/M+4 1,29 1.05-1,43 101 0.916 0.926 1.1 30.0 True
13¢-1,2,3,6,7,8~HxCDD M+2/M+4 1.26 1.05-1.43 103 0.906 0.930 2.6 30.0 True
13C-1,2,3,4,7,8-HxXCDF M/M+2 0.53 0.,43-0.59 102 1.268 1.289 1.6 30.0 True
13¢-1,2,3,6,7,8-HxCDF M/M+2 0.54 0,43-0.59 98 1,506 1.472 -2.2 30.0 True
13C¢-2,3,4,6,7,8-HxCDF M/M+2 0.55 0,43-0.59 100 1.344 1.344 0.0 30.0 True
13¢-1,2,3,7,8,9~-HxCDF M/M+2 0,54 0.,43-0.,59 90 1.202 1,080 -10.2 30.0 True
13C~1,2,3,4,6,7,8~HpCDD M+2/M+4 1.05 0.88-1.20 110 0.728 0.802 10.1 30.0 True
13C€-1,2,3,4,6,7,8-HpCDF M/M+2 0.47 0.37-0.,51 100 1.008 1,008 0,0 30.0 True
13¢-1,2,3,4,7,8,9-HpCDF M/M+2 0.46 0.37-0,51 97 0.811 0.787 -2,9 30,0 True
13C-0CDD M+2/M+4 0,91 0.76~1.02 218 0.597 0.651 9.0 30.0 True
13C-OCDF M+2/M+4 0.90 0,76-~1,02 203 0.946 0.962 1.6 3070 True

Printed: 08/17/16 10:56
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TestAmerica IsoCalc Continuing Calibration Report

Knoxville PCDD/PCDF by EPA Method 8290A w/13C-OCDF
CCAL ID: 89922 - D116081781 ICAL Date: 04/09/15
CCAL Filename: d1160817sl Method: 9A0 - DX8290A
CCAL Sample ID: 4966:41 Instrument: D11A
CCAL Result Dir: /2016081781/d1160817s1.d Column SN: 1379922
CCAL Date/Time: 08/17/16 09:22 Column Desc: Rtx-5 60m x 0.32mm ID x 0,25um
ICAL CCAL RT ICAL CCAL RRT
Analytes RT RT Diff RRT RRT QC Limit Valid?
2,3,7,8-TCDD 30:41 33303 142 1.002 1.002 -
2,3,7,8-TCDF 28:42 30:53 131 1.001 1.002 -
1,2,3,7,8-PeCDD 40:33 41:29 56 1,000 1,000 -
1,2,3,7,8-PeCDF 38:44 39:51 67 1.000 1.001 -
2,3,4,7,8-PeCDF 40:01 40:59 58 1.001 1,000 -
1,2,3,4,7,8-HxCDD 4450 45:43 53 1,000 1,000 -
1,2,3,6,7,8-HxCDD 44:57 4550 53 1.000 1.000 -
1,2,3,7,8,9-HxCDD 45:20 46:14 54 1,009 1,009 -
1,2,3,4,7,8-HxCDF 43:49 44:38 49 1.000 1.000 -
1,2,3,6,7,8~HXCDF 43:56 44:46 50 1.000 1.000 -
2,3,4,6,7,8-HxCDF 44:39 45:32 53 1.000 1,000 -
1,2,3,7,8,9-HxCDF 45:36 46:32 56 1.000 1.000 -
1,2,3,4,6,7,8-HpCDD 49:38 50:45 67 1.000 1.000 -
1,2,3,4,6,7,8-HpCDF 47:58 49:02 64 1,000 1.000 -
1,2,3,4,7,8,9-HpCDF 50:17 51:22 65 1.000 1,000 -
OCDD 53:54 5445 51 1.000 1.000 -
OCDF 54:02 54:53 51 1.000 1.000 -
13C-2,3,7,8~-TCDD 30:38 33:00 142 1,017 1.017 -
13C-2,3,7,8-TCDF 28:40 30:50 130 0,951 0.950 -
13¢-1,2,3,7,8-PeCDD 40:32 41:28 56 1.346 1.278 -
13C-1,2,3,7,8-PeCDF 38:43 39:49 66 1,285 1.227 -
13¢-2,3,4,7,8-PeCDF 39:59 40:58 59 1.327 1.262 -
13¢~1,2,3,4,7,8-HXCDD 44:49 45:42 53 0.989 0.989 -
13C-1,2,3,6,7,8-HxCDD 44:56 45:49 53 0.992 0.991 -
13¢-1,2,3,4,7,8-HXCDF 43:48 44:37 49 0.966 0,965 -
13¢-1,2,3,6,7,8-HXCDF 43:55 44145 50 0.969 0.968 -
13C-2,3,4,6,7,8-HXCDF 44:38 45331 53 0.985 0.985 -
13¢-1,2,3,7,8,9-HXCDF 45135 46:31 56 1.006 1.006 -
13¢-1,2,3,4,6,7,8-HpCDD 4937 50:44 67 1,095 1.098 -
13C-1,2,3,4,6,7,8-HpCDF 47:56 49;01 65 1.058 1.061 -
13¢-1,2,3,4,7,8,9-HpCDF 50:16 51:21 65 1,109 1.111 -
13C-0OCDD 53:53 54:44 51 1,189 1,184 -
13C-OCDF 54:01 54:52 51 1,192 1.187 -

Printed: 08/17/16 10:56 CCAL_INPRgerR 983 O 3740/07/2009 Page 1 of 1



TestAmerica IsoCalc Continuing Calibration Report

Knoxville PCDD/PCDF by EPA Method 8290A w/13C-OCDF

CCAL ID: 89922 - D116081781

WIN Filename:; dl1160817s1l Method: 9A0 - DX8290A
WIN Sample ID: 4966:41 Instrument: DI11A
WIN Result Dir: /20160817s1/d1160817s1.d Column SN: 1379922
WIN Date/Time: 08/17/16 09:22 Column Desc: Rtx~-5 60m x 0.32mm ID x 0,25um

Window Defining First/Last Eluter Retention Times

First Eluter Last Eluter
Analyte Reference M/7 Ref RT RT RRT RT RRT
Total TCDD 13C-2,3,7,8-TCDD 320 33:00 26:39 0.8076 35:48 1.0848
Total TCDF 13C~2,3,7,8-TCDF 304 30:50 24:03 0.7800 35:43 1.,1584
Total PeCDD 13C-1,2,3,7,8-PeCDD 356 41:28 38:46 0,9349 42107 1.0157
Total PeCDF 13C-1,2,3,7,8-PeCDF 340 39:49 36:18 0.9117 42:14 1.0607
Total HxCDD 13¢C-1,2,3,6,7,8-HxCDD 390 45:;49 44:04 0.9618 46:14 1.0091
Total HxCDF 13C-~1,2,3,4,7,8-HXCDF 374 44:37 43:23 0.9724 46:40 1.0459
Total HpCDD 13C-1,2,3,4,6,7,8-HpCDD 424 50:44 49:33 0,9767 50:45 1,0003
Total HpCDF 13C-1,2,3,4,6,7,8-HpCDF 408 49:01 49:02 1,0003 51:22 1.,0479
OCDD 13C-0CDD 458 54:44 54:45 1.0003 54:45 1.0003
OCDF 13C-OCDF 442 5452 54:53 1.0003 54:53 1.0003

Printed: 08/17/16 10:56 CCAL_Piggev2g64 ob 8723 9.1700 Page 1 of 1
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TestAmerica IsoCalc Preliminary Sample Report
Knoxville PCDD/PCDF by EPA Method 1613B (w/13C-OCDF)
Workorder 4966:41 Prep Batch Lot No
Data File /20160817s1/d1160817s1.d '~ Prep Date SDG No
Analysis ID 180396 Prep Exp Date Date Received
Analysis Date 8/17/2016 Matrix UNKNOWN Date Sampled
Analysis Time 09:22 Initial Wt/vol Lims Test Code
Anal Exp Date Extract Vol Method DX1613B
Instrument DI1I1A Dil Factor 1.00 Code F80¢
Analyst KLR
Conc DL
Analyte RT Area Height RF std Aamt Amount Rec (ng/mL) (ng7/mL)
2,3,7,8~TCDD 33:03 585958 58596 1,144 10.00 10.175946 101.76 10.175946 E 0.0451
Total TCDD 2307757 265737 1.144 50.253239 50.253239 E 0.0451
2,3,7,8-TCDF 30:53 897884 93109 1.066 10.00 10.371924 103.72 10.371924 E 0.0170
Total TCDF 1853812 259364 1,066 31,786267 31,786267 B 0.0170
1,2,3,7,8-PeCDD 41:29 2134479 540553 1,060 50.00 49.032811 98.07 49.032811 E 0.0246
Total PeCDD 4197003 893273 1.060 145.445499 145,445499 E 0.0246
1,2,3,7,8-PeCDF 39:51 3736724 784251 1,179 50.00 49.778831 99.56 49.778831 E 0.0219
2,3,4,7,8-PeCDF 40:59 3678601 877639 1,115 50.00 49,176738 98.35 49,176738 E 0.0192
Total PeCDF 6801827 1316089 1,147 189.657685 189.657685 E 0,0204
1,2,3,4,7,8-HxCDD 45:43 2644240 661325 1,131 50.00 49.,948752 99.90 49,948752 E 0.0335
1,2,3,6,7,8-HxCDD 45:50 2637865 650731 1,116 50.00 50.285711 100.57 50.285711 E 0.0347
1,2,3,7,8,9-HxCDD 46:14 2756400 663987 1.205 50.00 48.762915 97.53 48.,762915 E 0,0318
Total HxCDD 2984860 795623 1,151 204,298261 204.298261 R 0.0333
1,2,3,4,7,8~HXCDF 44:38 4431363 1180204 1,350 50.00 50.376756 100.75 50.376756 R 0.0252
1,2,3,6,7,8~HxXCDF 44:46 4701680 1175049 1.242 50.00 50.893360 101.79 50.893360 R 0.0253
2,3,4,6,7,8-HXCDF 45:32 4245459 1061344 1,241 50,00 50,370903 100,74 50.370903 E 0.0281
1,2,3,7,8,9-HXCDF 46:32 3389240 810326 1,262 50.00 49,191038 98.38 49.191038 E 0.0367
Total HxCDF 7515537 1925835 1,274 290,893255 290.893255 E 0.0282
1,2,3,4,6,7,8~HpCDD 50:45 2198706 471636 1,114 50.00 48.709135 97.42 48.709135 E 0.0393
Total HpCDD 2370915 484415 1,114 101.,233310 101.233310 E 0.0393
1,2,3,4,6,7,8-HpCDF 49:02 3811161 804413 1,461 50.00 51.177154 102.35 51.177154 E 0.0249
1,2,3,4,7,8,9-HpCDF 51:22 2730655 603972 1.370 50.00 50.097939 100.20 50.097939 E 0.0324
Total HpCDF 1.416 101.275093 101.275093 E 0.0283
OCDD 54:45 3908136 994878 1.203 100.0 98.706603 98,71 98.706603 E 0.0212
OCDF 54:53 5068526 1293712 1,134 100.0 91,927816 91.93 91.92781¢ E 0.0185
13¢-~2,3,7,8~TCDD 33:00 5035537 479989 1,093 100.0 95.600201 95.60 95.600201 0.0263
13¢~2,3,7,8~TCDF 30:50 8124033 843092 1,794 100.0 93.910404 93.91 93.910404 0.0106
13¢~1,2,3,7,8-PeCDD 41:28 4107179 1027723 0,800 100.0 106.492940 106.49 106.492940 0.0186
13¢-1,2,3,7,8~PeCDF 39:49 6366232 1345575 1.356 100.0 97.350442 97.35 97.350442 0.0284
13¢c-2,3,4,7,8~PeCDF 40:58 6711455 1619850 1,343 100.0 103.655757 103.66 103,655757 0.0287
13¢-1,2,3,4,7,8~HxCDD 45:42 4680284 1174697 0,916 100.0 101.097146 101.10 101.097146 0,0311
13¢-1,2,3,6,7,8-HXCDD 45:49 4700699 1148265 0,906 100.0 102.611131 102.61 102.611131 0.0314
13C¢-1,2,3,4,7,8-HxCDF 44:37 6513784 1732582 1,268 100.0 101.596543 101.60 101.596543 0.0285
13¢-1,2,3,6,7,8~HxCDF 44:45 7440530 1876395 1.506 100.0 97.769877 97.77 97.769877 0.0240
13¢~-2,3,4,6,7,8-HXCDF 45:31 6792307 1689380 1.344 100.0 99.984077 99.98 99,984077 0.0269
13¢-1,2,3,7,8, 9-HXCDF 46:31 5459331 1272108 1,202 100.0 89.846917 89.85 89.846917 0.0301
13¢-1,2,3,4,6,7,8~HpCDD 50:44 4053036 863428 0,728 100.,0 110,078382 110.08 110.078382 0.0125
13¢c-1,2,3,4,6,7,8-HpCDF 49:01 5097137 1084708 1,008 100.0 100.031538 100.03 100.031538 0.0346
13¢-1,2,3,4,7,8,9-HpCDF 51:21 3977559 889107 0,811 100.0 97.054538 97.05 97.054538 0.0430
13C~0CDD 54:44 6582495 1722456 0,597 200.0 217.990875 109.00 217.990875 0.0361
13C~OCDF 54:52 9721191 2547581 0.946 200.0 203.294686 101.65 203.294686 0.0184
37C14=2,3,7,8-TCDD - - - - -- -33102- --—563502 - - -54567 1233 - 10-00 - T9V476348 94,767 T9.476348 BE- T 7 T 70,0287
13C-1,2,3,4-TCDD 32:27 4821278 487115 1,000 100,0 100.000000 100,00 100.000000 0.0287
13¢~1,2,3,7,8,9-HxCDD 46:13 5054838 1204043 1,000 100.0 100.000000 100.00 100.000000 0.0284
Printed: 08/17/16 10:57 1527 Page 1 of 1

ResIBAGL0BE-Of B740 03 -



1549 of 2308

Notes:
R = ratlo is outside limits
T = peaks outside comax limit

M
D

= data changed manually
= peak outside RT window

Printed: 08/17/16 10:57

N = Peak
W = peak

not reported

8 = peak less than 2.5x §/N

outside Eirst/last X = peak has dup match

peak Pgs 29666F 3740 - 1057

TestAmerica IsoCalc Preliminary Peak Report
Knoxville PCDD/PCDF by EPA Method 1613B (w/13C-OCDF)
Workorder 4966:41 Prep Batch Lot No
Data File /20160817s1/d1160817s1 Prep Date SDG No
Analysis ID 180396 Prep Exp Date Date Received
Analysis Date 08/17/16 09:22 Matrix UNKNOWN Date Sampled
Anal Exp Date Initial Wt/vol Lims Test Code
Instrument D11A Extract Vol Method DX1613B
Analyst KLR Diluton Factor 1.00 Code F8o
View Small Peaks? False View deleted peaks? False
Mass Peak Name RT Pred RT A Area 1 Area 2 Heightl Height2 Ratio Integration Flags
304 303.9016 305.8987 303.9016 305,8987 0.65-0.89
Noise 00:00 00:00 0 70 83 28 33 0.85 /
Unidentified 24:03 00:00 0 494407 601548 69527 83832 0.82 ABV/ABV
2,3,7,8~TCDF 30:53 31:06 -13 392675 505209 39625 53484 0.78 ABV/AVV M
Unidentified 35:43 00:00 0 335212 422645 46883 59122 0,79 ABB/ABB
316 315.9419 317,9389 315.,9419 317.9389 0.65-0.89
Noise 00:00 00:00 0 53 40 21 16 1.31 * /
13¢-2,3,7,8-TCDF 30:50 31:04 -14 3635441 4488592 377576 465516 0.81 AVV/AVV
320 319.8965 321.8936 319.8965 321.8936 0.65-0,89
Noise 00:00 00:00 0 110 138 44 55 0.80 /
Unidentified 26:39 00:00 0 254371 316595 32043 38553 0.80 ABV/ABV
Unidentified 32:30 00:00 0 230728 283432 24515 29554 0.81 ABV/AVV
Unidentified 32:46 00:00 0 213638 272450 20240 26246 0.78 AVV/AVB M
2,3,7,8-TCDD 33:03 32:47 16 262485 323473 26142 32454 0,81 AVV/AVV M
Unidentified 33:35 00:00 0 239627 302312 23906 29708 0.79 AVV/AVV
Unidentified 35:48 00:00 0 84312 110292 17364 23608 0.76 ABB/ABBE
328 327.8847 327,8847
Noise 00:00 00:00 0 173 69
37C14-2,3,7,8-TCDD 33:02 32:47 15 563502 54567 AVV M
332 331.9368 333.9338 331.9368 333,9338 0.65-0,89
Noise 00:00 00:00 73 68 29 27 1.07 * /
13¢-1,2,3,4~-TCDD 32:27 32:18 9 2151358 2669920 217429 269686 0.81 ABV/AVV
13¢-2,3,7,8-TCDD 33:00 32:44 16 2239885 2798652 215721 264268 0.80 AVV/AVV
340 339.8597 341.8567 339.8597 341.8567 1.32-1.78
Noise 00:00 00:00 0 193 155 77 62 1.24 * /
Unidentified 36:18 00:00 0 2296101 1452559 344796 216220 1.58 ABV/ABV
1,2,3,7,8-PeCDF 39:51 39:56 -5 2288884 1447840 480691 303560 1.58 ABV/ABV M
2,3,4,7,8-PeCDF 40:59 41:08 ~9 2251145 1427456 535864 341775 1.58 ABV/ABV M
Unidentified 42:14 00:00 0 1869131 1184036 462643 292430 1.58 ABV/ABV
352 351.9000 353.8970 351.9000 353,8970 1,32-1,78
Noise 00:00 00:00 0 133 55 53 22 2,41 * /
13C~1,2,3,7,8-PeCDF 39:49 39:55 -6 3888701 2477531 815607 529968 1.57 ABV/ABV
13C-2,3,4,7,8~-PeCDF 40:58 41:06 -8 4129293 2582162 1004229 615621 1.60 ABV/ABV
356 355.8546 357.8516 355,8546 357,8516 1.32~1,78
Noiae 00:00 00:00 0 158 110 63 44 1.43 /
Unidentified 38:46 00:00 0 1261857 784089 214764 139420 1.61 ABV/ABV
1,2,3,7,8-PeCDD 41:29 41:38 -9 1304609 829870 327464 213089 1.57 ABV/ABV M
Unidentified 42:07 00:00 0 1321577 829480 328098 210991 1.59 ABB/ABB
368 367.8949 369.,8919 367.8949 369,8919 1,32-1,78
T "Noise T o © 00:00 " 00:00 0 48 7 28 19 10 1.90 *  / o -
13¢-1,2,3,7,8-PeCDD 41:28 41:37 -9 2520921 1586258 631795 395928 1.59 ABV/ABV
374 373.8208 375.8178 373.8208 375,8178 1.05-1.43
Noilsge 00:00 00:00 0 290 300 116 120 0.97 * /
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TestAmerica IsoCalc Preliminary Peak Report
Knoxville PCDD/PCDF by EPA Method 1613B (w/13C-OCDF)
Workorder 4966:41 Prep Batch Lot No
Data File /2016081781/d1160817s1 Prep Date SDG No
Analysis ID 130396 Prep Exp Date Date Received
Analysis Date 08/17/16 09:22 Matrix UNKNOWN Date Sampled
Anal Exp Date Initial Wt/Vol Lims Test Code
Instrument DI1I1A Extract Vol Method DX1613B
Analyst KLR Diluton Factor 1.00 Code F8o
View Small Peaks? False View deleted peaks? False
Mass Peak Name RT Pred RT A Area 1 Area 2 Heightl Height2 Ratio Integration Flags
374 373,8208 375.8178 373,8208 375.8178 1.05-1,43
Unidentified 4323 00:00 0 2328059 1867127 645079 516329 1.25 ABV/ABV
1,2,3,4,7,8-HxCDF 44:38 44:44 -6 2462318 1969045 654593 525611 1.25 ABV/AVV M
1,2,3,6,7,8-HxCDF 44 :46 44:51 -5 2624519 2077161 651500 523549 1.26 AVV/AVV M
2,3,4,6,7,8-HxCDF 45:32 45:33 -1 2364829 1880630 593407 467937 1.26 AVV/AVV
1,2,3,7,8,9-HxCDF 46:32 46129 3 1896430 1492810 452218 358108 1.27 ABV/ABV M
Unidentified 46:40 00:00 0 1840141 1480210 424841 339586 1.24 AVV/AVV
384 383.8639 385,8610 383.8639 385.8610 0.43-0.59
Noisge 00:00 00:00 0 168 268 67 107 0.63 * /
13C-1,2,3,4,7,8-HXCDF 44:37 44:43 -6 2269013 4244771 601923 1130659 0.53 ABV/ABV
13C-1,2,3,6,7,8-HXCDF 44 :45 44:50 -5 2622722 4817808 647861 1228534 0,54 AVV/AVV
13C-2,3,4,6,7,8-HxCDF 45:31 45:32 -1 2405611 4386696 606241 1083139 0.55 AVV/AVV
13C-1,2,3,7,8,9-HXCDF 46:31 46:28 3 1919706 3539625 447279 824829 0,54 ABV/ABV
390 389,8156 391.8127 389.8156 391,8127 1.05-1.43
Noige 00:00 00:00 0 268 178 107 71 1,51 * /
Unidentified 44 ;04 00:00 0 1660853 1324007 442648 352975 1.25 ARV /ABV
1,2,3,4,7,8-HxCDD 45:43 45:44 - 1478250 1165990 372788 288537 1,27 ABV/ABV
1,2,3,6,7,8-HXCDD 45:50 45:50 1472380 1165485 361983 288748 1.26 AVV/AVV
1,2,3,7,8,9-HxXCDD 46:14 46113 1531618 1224782 371347 292640 1.25 AVV/AVV
402 401.8559 403.8529 401.8559 403.8529 1,05-1.43
Noise 00:00 00:00 243 100 97 40 2,43 * /
13¢C-1,2,3,4,7,8-HxCDD 45:42 45:43 - 2633050 2047234 661592 513105 1.29 ABV/ABV
13¢C¢-1,2,3,6,7,8-HxCDD 45:49 45:49 2618901 2081798 640140 508125 1.26 AVV/AVV
13C-1,2,3,7,8,9~HxCDD 46:13 46:12 2817993 2236845 670788 533255 1.26 AVV/AVV
408 407.7818 409,7788 407.7818 409,7788 0,88-1,20
Noise 00:00 00:00 0 190 205 76 82 0.93 /
1,2,3,4,6,7,8-HpCDF 49:02 48:49 13 1954587 1856574 407819 396594 1.05 ABV/ABV M
1,2,3,4,7,8,9~HpCDF 51:22 51:10 12 1403133 1327522 309028 294944 1,06 ABV/ABV M
418 417.8250 419.8220 417.8250 419.8220 0.37-0,51
Noise 00:00 00:00 0 188 233 75 ‘93 0,81 * /
13€-1,2,3,4,6,7,8~HpCDF 49:01 48:47 14 1619419 3477718 339584 745124 0.47 ABV/ABV
13C-1,2,3,4,7,8,9-HpCDF 51:21 51:09 12 1249994 2727565 278474 610633 0.46 ABV/ABV
424 423.7767 425.,7737 423.7767 425.7737 0.88-1,20
Noise 00:00 00:00 0 215 163 86 65 1,32 % /
Unidentified 49:33 00:00 0 1206764 1164151 250947 233468 1,04 ABV/ABV
1,2,3,4,6,7,8-HpCDD 50:45 50:30 15 1121815 1076891 241406 230230 1.04 ABV/ABV M
436 435.8169 437.8140 435.8169 437.8140 0.88-1.20
Noige 00:00 00:00 0 43 68 17 27 0.63 * /
Unidentified 49:32 00:00 0 22126 21072 4799 5055 1,05 ABB/ABB
- 13€~1,2737476;778-HpCDD— ~50744 ~ ~50%29° T I5 " 20747707 ~T978266 436715 436913 i 05 " "ABV/ABV )
442 441.7428 443.7399 441.7428 443,7399 0.76-1.02
Noige 00:00 00:00 0 138 130 55 52 1.06 * /
OCDF 54:53 55:03 -10 2415022 2653504 624575 669137 0.91 ABV/ABV M
Notes:
R = ratio is outside limits ¥ = data changed manually N = Peak not reported S = peak less than 2,5x $/N
T = peaks outside comax limit D = peak outside RT window W = peak outside first/last X = peak hag dup match
Printed: 08/1.7/16 10:57 peak Page. OB VS 37401057 Page 2 of 3



1551 of 2308

: N . f1:
TestAmerica IsoCalc Preliminary Peak Report
n il '
Knoxville PCDD/PCDF by EPA Method 1613B (w/13C~OCDF)
Workorder 4966:41 Prep Batch Lot No
Data File /2016081781/d1160817s1 Prep Date SDG No
~
Analysis ID 180396 Prep Exp Date Date Received
Analysis Date 08/17/16 09:22 Matrix UNKNOWN Date Sampled
Anal Exp Date Initial Wt/vol Lims Test Code
Instrument D11A Extract Vol Method DX1613B
Analyst KLR Diluton Factor 1.00 Code F8o
View Small Peaks? False View deleted peaks? False
Mass Peak Name RT Pred RT A Area 1 Area 2 Heightl Height2 Ratio Integration Flags
454 453,7830 455.7801 453.7830 455.7801 0.76-1,02
Noise 00:00 00:00 0 75 135 30 54 0.56 * /
13C-OCDF 54:52 55:02 -10 4614576 5106615 1212874 1334707 0,90 ABV/ABV
458 457.7377 459.7348 457.7377 459.7348 0.76-1.02
Noise 00:00 00:00 0 125 95 50 38 1.32 * /
OCDD 54:45 54:55 -10 1852541 2055595 475558 519320 0.90 ABV/ABV M
470 469,7780 471.7750 469.7780 471,7750 0,76-1.02
Noige 00:00 00:00 0 148 113 59 45 1.31 * /
13C~0CDD 54 :44 54 :54 -10 3128446 3454049 822877 899579 0.91 ABV/ABV

Notes:
R = ratlo is outside limite M = data changed manually
T = peaks outside comax limit I = peak outside RT window

Printed: 08/17/16 10:57

N
W

8 = pedk less Lhan 2.5% S/N
X = peak has dup match

Peak not raported
peak outside Eirst/last

peak Page 2068/0f 3740.1057
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DFS Peak Matching results

1553 of 2308
Page 1 of 1

Reports

09:20:33:
09:20:34;
09:20:34:
09:20:35;
09;20:35:
09:20:36:
09:20:37:
09:20:37:
09:20:43;
09:20:46:
09:20:49:
09:20:52:
09:20:55:
09:20:
09:21:
09:21:
09:21:
09:21:
09:21:
09:21:
09:21:
09:21:
09:21:16:
09:21:16:

Peak matching procedure started

Reference mass
Sample mass: 3

: 313.98336

64,0

Finding reference mass

Finding sample

(1] 363.9820
[2] 363.,9821
[3] 363.9815
[4] 363.9819
[5] 363.9822
[6] 363.,9816
[7] 363.9824
[8] 363.,9823
[9] 363,9819
[10]

Stop requested

(11]

mass

amu,
amu,
amu,
amu,
amu,
amu,
amu,
amu,
amu,

., Please wait for procedure to finish.

363.9813 amu,

mean:
mean:
mean:
mean;:
mean:
mean:
mean:
mean:
mean:

363.9816 amu, mean:

mean:

Peakmatching stopped

363.9820
363,9820
363.9818
363,9819
363.9819
363.9819
363.9819
363,9820
363.9820

363,981

363,981

SD: 0.08
SD: 0.30
SD: 0.24
SD: 0,25
SD: 0.26
SD: 0.32
sD: 0.32
SD: 0.30
9 SD:

9 SD:

mmu
mmu
mmu
mmu
mmu
mmu
mnmu
mmu

or:
or:
or;
or;:
or:
or:
or:
or:

0.31 mmu or:

0.34 mmu or:

0.21
0.81
0.67
0.69
0.72
0.88
0.88
0.83

0.84 ppm

0.94 ppm

ppm
ppm
ppm
ppm
ppm
ppm
ppm
ppm

stgnature b X/ [,

Xcalibur rev,

2.0, DC rev,

05-05

Page 2970 of 3740
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DFS-1209
09:17:53)
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CaliMass: 463.9738
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Instr.. DFS-1209

s: 0901.9706

Resolution: 11021 (08/17/16 09:18:57)

CaliMa:
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**%% file opened Wed Aug 17 09:25:55 2016 ***

Started by

Instrument Internet name

Ingtrument model
Instrument service number - 0000
Workstation internet name - KNXDXNDFSO01l

Analysis started at:

- Xcalibur

- DFS MS

DFS MS

Analysis will stop at user request

Firmware Version:

MCAL file name:

Sequence

021716KLR_160817092250

1.

03

mcall.cal

17-Aug~16 09:25:54

MID procedure: 5W_DB5_FC43 SINGLEGC OCDF

Mid Time Windows:

Start
# 1 12:00
# 2 35:53
# 3 42:43
# 4 48:00
# 5 53:00

Mid Masses:
Window # 1
mass
303.9016
305.8987
313.9834
313.9834
315.9419%
317.9389
319,8965
321.,8936
327.8847
331.9368
333.9338
363.,9802
363.9802
375.8364
Window # 2
mass
313.9834
313.9834
339.8597
341.,8567
351.9000
353.8970
355.,8546
357.8516

TT367.8949 7

369.8919
375,9802
375.9802
409.7974
Window # 3
mass
373.8208
375,8178
375,9802

min
min
min
min
min

F

1

F
1

c

F

1

int

NN
OOk

Ul

NN
P oo ukPLrEHREUV

int
20
20

[=

NN ‘
RHoouuwREREUUR

FRPRERREPREPREREBRRERRR

U0 oy W

FRRRRRPRRRERRPRPR PR

Measure

:53
;50
216
;00
12

Q
=

gr

Q
B

min 35:53
min 42:43
min 48:00
min 53:00
min 57:12

time (ms)
123
123

24
24
123
123
123

146

time (ms)
146
146
7

End

min
min
min
min
min

Cycletime

1.00
1.00
1,00
1.00
1.00

Page 3019 of 3740

sec
sec
sec
sec
sec
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375.9802
383.8639
385,8610
389.8158
391.8127
401.8559
403.8529
413.9770 c
413,9770
445 ,7555
Window # 4
mags F
7817
7788
9770 1
9770
417.8250
419.8220
423.7767
425.7737
435.8169
437.8140
463.9738 ¢
463,9738
479,7165
Window #.5
mass F
425,9770 1
425.9770 20
441.7428
443,7399
453,7830
455.7801
457.7377
459.7348
469.7780
471.7750
501.9706
501.9706
513.6775

N

NN
POoOouUouor e+ uoo

PHPRPRRRBRRP R

-
o]
=

407.
409,
413,
413,

NN
UUoor P

[SIIN
HOoOOCU WU R E U
PR RPRRRPRRPRRBRR P B

Q
NN
P OoOOoOUuUolkE P UIURE

FRERRRPRBERPR PR B

Window
Window
Window
Window
Window
Window
Window
Window
Window
Window

MID
MID
MID
MID
MID
MID
MID
MID
MID
MID

(o]
=

Q
g

time

time

29
29
146
146
29
29

146

(ms)
146
146

29
29
146
146
29
29
7

7
146

(ms)
7
7
146
146

29

29
146
146

29

29

5
7
146

terminated after 35.900000 minutes
end time was 35.890000 minutes
terminated after 42.733333 minutes
end time was 42,730000 minutesg
terminated after 48.000000 minutes
end time was 48.000000 minutes
terminated after 53.000000 minutes
end time was 53.,000000 minutes
terminated after 57.200000 minutes
end time was 57.200000 minutes

Tune file name: C:\Xcalibur\System\DFS\MSI\Tune2 DFSTune

DFS - Parameter
ACCU 1000.0000

TBQUAD- - o0 274000
CCURR 0.0000
DRAW -25.0000
DYNVOLTAGE 18.0000
EDAC 7969177.0000
ELEN -45,0000
ENSBR 2,4000
ESIPAR 0.0000
FDMA 18000000.0000
™M 375.,8364

BCORRS

COUNTING
DRAWC
ECORR
EDACG
EMULT
ERATIO
EXS
FILTER
FMITI

CAPIL™ ~ ~~

0.0169  BMASS
T 00000 T TCAPTSET
0.0000  DELAY
0.0000  DRAWS
1.0008 ECURR
0.9997 EDACZ
1802.0000  ENS
1.0000 ESA
172.,0000 EXSBR
100,0000 FLENS
Page 3020068740 FQUAD

313.4834

- 200,0000

0.,0000
0.0000
1.0000
2585,8226
210.0000
679.0600
2.5000
1.0000
6.4000
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FQUADGAIN 0.2000 FREQ 400.0000
FVANAL 0.0043 FVINLET 0.0466
FWIN 0.7000 HCURR 0.0000
HVSRC 0.0000 ICALO 0.0011
ICAL2 0.5865 IONEN 0.0000
ISTC 260.0000 ISTS 260.0000
LENS_SYM 7.2500 LM 375.8364
LMASS 313.4834 LKM 425.9770
MDAC 3592224.0474 MRANGE 1241.7659
NSCAN 2650,0000 NSMAX 8.0000
NPEAK 13.0000 MULT -2,0000
PUSHER -2.0000 RECURR 0.9001
RES 11869.3550 RPUSHER -1.9707
RDRAWC 0.0000 RWIN 2.0000
SHIELD_ POT 684.,0000 SHIELD_ SYM 0.0000
SKIM 7.0000 SLOW 60.0000
SW 0.0994 TANAL 0.0000
TD 1.0000 TS 0.0974
TIS 0.0010 TREF 80.0000
TSET 0.0000 TUBEL 0.0000
USERVAR ~0.0000 UTQl 150.0000
UTQ3 80,0000 VMASS 313.4834
XLENS SYM 24.3000 YLENS_POT 856.0000

2.5e-005 mbar
9.3e-008 mbar
4,3e-003 mbar
3.9e-002 mbar
4,7e-002 mbar

Source Gauge:
Analyzer Penning:
Pirani Analyse:
Pirani Source:
Pirani Inlet System:

Scantype is magnetic
Sourcemode is EI POS

MID Time Window
MID Time Window
MID Time Window
MID Time Window
MID Time Window

s w R

Amplifier Offset: 88.

*** File closed Wed Aug 17 10:23:09 2016
* Kk

Page 3021 of 3740

Resolution is 11823.
Resolution is 11465,
Resolution is 12776.
Resolution is 12403.
Resolution is 11869.

FSLOPE 36000000.,0000
FVSRC 0.0392
HVANAL 0,0000
ICALL 0.4030
IST 0.0000
LENS_POT 642.0000
LMII 500.0000
MASS 313.4834
NSAM 200.0000
NSMIN 66.0000
PSAM 10.0000
RELEN 0.0000
RDRAW 0.0000
SCIDLE 0.0000
SHIGH 180.0000
Ss 2.0000
TCURR 0,0000
THRESH 2,0000
TSAM 200.0000
UROT 0.0000
UTQ2 190.,0000
XLENS_POT 916.0000
YLENS_SYM 15.0000
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QUAN: dl1160817s1.q0 Entries: 180

Data file(s) used

File: d1160817s1 17-Aug-16

Samp: WO=4966:41 Meth=F8o Dil=1 Start : 09:22:51 2629

Comm: Inst=dlla/1379922 Batch=2016081781 Ccal=D116081581

Mode: EI ESI + Q1MS UP LR Study : VER/WIN

Oper: KLR Inlet : LC

Disp: CHRO

Amount = (area * ref amnt) / (ref area * response factor); amount = f (reponse)

Response factors from quantitation file

Quan Actual Area Height Peak Peak Noise La Lab Integration
Masges Time Beginn End Value Pe Fac Baseline
319.8805 33:03 263985, 26199, 32:54 33:18 44, 1 1.0 AVV
321.8775 33:03 324972, 32513, 32:54 33:18 55. 1 1.0 AVV
319.8805 26:39 254371. 32043, 26:28 26:51 44, 2 5,0 ABV
319.8805 32:30 230728, 24515, 32:15 32:37 44, 2 5.0 ABV
319.8805 32:46 213638. 20240, 32:37 32:54 44, 2 5,0 AVV
319.8805 33:03 263985, 26199, 32:54 33:18 44, 2 5,0 AVB
319.8805 33:35 242518, 24000, 33:19 33:50 44, 2 5,0 AVB
319.8805 35:48 84312, 17364. 35:42 35:51 44, 2 5.0 ABB
321.8775 26:39 316595, 38553, 26:26 26:55 55. 2 5.0 ABV
321.8775 32:30 283432, 29554, 32:15 32:37 55. 2 5.0 AVV
321.8775 32:46 272450. 26246, 32:37 32:54 55. 2 5.0 AVB
321.8775 33:03 324972, 32513, 32:54 33:18 55. 2 5.0 AVV
321.8775 33:35 304991, 29796, 33:19 33:50 55, 2 5,0 AV
321.8775 35:47 110292, 23608, 35:42 35:51 55, 2 5.0 ABB
331.9202 32:27 2151750. 217442, 32:12 32:43 29, 2 5.0 AVV
331.9202 33:00 2240550. 215744, 32:47 33:15 29. 2 5.0 AVB
333.9171 32:27 2670070, 269691. 32:12 32:43 27. 2 5.0 AVV
333.9171 33:00 2795748. 264271, 32:45 33:15 27. 2 5.0 AVV
319.,8805 33:03 262485, 26142, 32:54 33:18 105. 2 5.0 AVV
319.8805 33:35 . 239627, 23906, 33:19 33:50 105. 2 5.0 AVV
321.8775 33:03 323473. 32454, 32:54 33:18 153. 2 5,0 AVV
321.8775 33:35 302312, 29708. 33:19 33:50 153. 2 5.0 AVV
331.9202 32:27 2151358. 217429, 32:12 32:43 140. 2 5.0 ABV
331.9202 33:00 2239885, 215721, 32:47 33:15 140. 2 5.0 AVV
333.9171 32:27 2669920, 269686, 32:12 32:43 127. 2 5,0 AVV
333,9171 33:00 2795652, 264268, 32:45 33:15 127. 2 5.0 AVV
327.8683 33:02 563502, 54567. 32:47 33:17 69. 1 1.0 AVV
327.8683 33:02 563502. 54567, 32:47 33:17 69. 2 5.0 AVV
303.8864 24:03 494407. 69527. 23:50 24:18 28. 1 1.0 ABV
305,8834 24:02 601548, 83832, 23:50 24:15 33. 1 1.0 ABV
303.8864 24:03 494407. 69527, 23:50 24:18 28, 2 5.0 ABV
303.8864 30:53 392811, 39630. 30:39 31:009 28. 2 5.0 ABV
303.,8864 35:43 335212, 46883, 35:33 35:51 28. 2 5.0 ABB
305.8834 24:02 601548, 83832, 23:50 24:15 33, 2 5.0 ARV
305.8834 30:53 5052009. 53484. 30:38 31:09 33, 2 5.0 AVV
305.8834 35:43 422645, 59122, 35:32 35:51 33. 2 5,0 ABB
315.9261 30:50 3636002, 377594, 30:35 31:06 21. 2 5.0 AVV
317.9230 30:51 4488595, 465516, 30:36 31:07 16. 2 5.0 AVV
303.8864 30:53 392675, 39625, 30:39 31:09 63. 2 5,0 ABV
305.8834 30:53 5052009. 53484. 30:38 31:09 53. 2 5,0 AVV
31579261 30750 "7 7 7 73635441, " T T 377576, 30:35 31106 B9, 2 5.0 AVV B
317.9230 30:51 4488592, 465516, 30:36 31:07 67. 2 5.0 AVV
355.8368 42:07 1340619. 328762, 41:58 42:23 63. 1 1.0 AVV
357.8337 42:06 839601. 211299, 41:58 42;22 44, 1 1.0 AVV
355.8368 38:46 1261857. 214764, 38:37 39:02 63. 2 5.0 ABV
355,8368 41:29 1305176, 327492, 41:19 41:39 63, 2 5.0 ABV
355.8368 42:07 1340619. 328762, 41:58 42:23 63, 2 5,0 AVV
357.8337 38:46 784089, 139420. 38:37 39:01 44, 2 5.0 ABV
357.8337 41:29 830303. 213115, 41:20 41:37 44, 2 5.0 ABV
357.8337 42:06 839601. Pagel3022 o374 42:22 44, 2 5,0 AVV



367.
369.
355,

355

.

357,
357.

367
369

.

339.
341,
3309,
339,
3309.
3309.
341,
341.
341,

341

351,

351

353.
353.
3309.
3309.
341,
341,
351,
351.
353.
353.

389

391.

389

3809.
389.
389,
391.
391.

391
391

.

8765
8734
8368
8368
8337
8337
8765
8734
8427
8396
8427
8427
8427
8427
8396
8396
8396

8396

8824
8824
8793
8793
8427
8427
8396
8396
8824
8824
8793
8793
7961
7931
7961
7961
7961
7961
7931
7931
7931

. 7931

401.
.8358
401.
403,
403.
403,
L7961
389.
389.

401

389

391
391
391

401.
401.
401,
403.
.8327

403

403

373.
L7990
.8021

375
373

373.
373.
.8021

373

373,
373.
375,

8358

8358
8327
8327
8327

7961
7961
7931
7931
7931
8358
8358
8358
8327

8327

8021

8021
8021

8021
8021
7990

41

41

41

42;

41

42
471

41
36

36:
36:

39
40

42

36
39
40
42
39

40;
39

40

39;:

40
39

40:
39:

40

39

40

44 ;

44

44 ;

45

45:;
46
44,

45
45
46
45
45
46

45

45
46
45
45

46 ;

45
45
46
45
45

46:

45
45

44
44
43
44
44
45
46
46
43

46

128
28
: 29
07
129
06
28
128
;18
18
18
+ 51
: 59
14
:18
150
:59
;14
149
58
49
:58
51
: 59
:50
59
49
:58
49
:58
04
:04
04
1473
50
14
04
142
:50
114
142
: 49
:13
42
149
: 13
143
: 50
14
142
:50
114
142
149
13
142
149

713

146
146
1 23
:38
146
132
132
140
123

2521026,

15863009.

1304609,
1321577,
829870,
829480,
2520921,
1586258,
2296101.
1452559,
2296101.
2289177.
2252264,
1869131,
1452559,
1447839,
1428415,
1184036,
3891657.
4137452,
2478350.
2586589.
2288884.
2251145,
1447840,
1427456 .
3888701,
4129293,
2477531,
2582162,
1660853,
1324007.
1660853,
1478244,
1472334,
1531517,
1324007,
1165992,
1165496.
1224810,
2634139,
2623216,
2827350,
2046257.
2081796.
2236844.
1478250,
1472380,
1531618.
1165990,
1165485,
1224782,
2633050.
2618901.
2817993,
2047234,
2081798,

22368457

2624492,
2077161.
2328059.
2462290.
2624492,
2364810.
1898155.
1851235,
1867127,

631801, 41:20
395931. 41:21
327464, 41:19
328098, 41:58
213089, 41:20
210991, 41:59
631795, 41:20
395928, 41:21
344796, 36:06
216220, 36:07
344796, 36:06
480704. 39:39
535924, 40:50
462643, 42:04
216220, 36:07
303560. 39:34
341824, 40:43
292430, 42:03
815708. 39:36
1004509. 40:44
530003. 39:35
615821. 40:45
480691, 39:39
535864. 40:51
303560, 39:34
341775, 40:43
815607. 39:40
1004229, 40:44
529968, 39:36
615621. 40:45
442648, 43:58
352975, 43:57
442648, 43:58
372787, 45:36
361981, 45:46
371342, 46:07
352975, 43:57
288537, 45:36
288749, 45:46
292641, 46:05
661708, 45:33
640316. 45:45
671172, 46:06
513105. 45:36
508125, 45:45
533255, 46:04
372788, 45:36
361983, 45:46
371347, 46:07
288537, 45:36
288748, 45:46
292640, 46:05
661592, 45:34
640140. 45:45
670788, 46:06
513105, 45:31
508125, 45:45
533255, 746:04
651499, 44:42
523549, 44:42
645079, 43:16
654592, 44:25
651499. 44:42
593407, 45:21
452415, 46:25
425262, 46:36

Payes3@Z3. #3740

41:40
41:39
41:39
42:19
41:37
42:16
41:40
41:39
36:34
36:32
36:34
40:02
41:08
42:28
36:32
40:01
41:.08
42:30
40:01
41:13
40:00
41:08
40:02
41:08
40:01
41:08
40:01
41:13
40:00
41:08
44:19
44:19
44:19
45:46
46:05
46:28
44:19
45:46
46:05
46:30
45:45
46:04
46:29
45:45
46:04
46:29
45:46
46:05
46:28
45:46
46:05
46;30
45:45
46:04
46:29
45:45
46:04

46729

45:01
45:01
43:29
44 ;42
45:01
45:47
46:36
46:55
43:29

19.
10.
73.
73.
42,
42,
45,
22,
77,
62.
77.
77.
77.
77.
62.
62.
62,
62,
53.
53,
22,
22,
110.
110.
87.
87.
135.
135,
79.
79,
107.
71.
107.
107.
107.
107.
71.
71.
71.
71.
97.
97.
97.
40.
40,
40,
163.
163.
163.
92,
92.
92.
216.
216.
216,
92.
92.
S92,
116.
120.
116,
1lls6.
116.
116.
116.

116,

120.

NNNNI\)N[\JI—‘I—‘MM[\J[\J[\J[\JI\J[\J[\JN[\J[\J[\J[\J[\J[\J[\JNNNMMNMM[\J)—‘I—‘[\JE\J[\J[\J[\J[\J[\)[\J[\JNN[\J[\J[\)[\)MMMM[\JI—'I—‘NNN[\J[\J[\J[\)N

U1 01 o1 01 U1 U1 0101010101 o101 ;

cguUunoouUoUUUORPOOOUOUOOUCCOCO0OOOUURRGOCOoo O e o

U1 o101 01U U1 O

qOOOOOOOOOOOOOOOOOOOOOOOOOOOOOOOOOOOOOOOOOOOOOOOOOOOOOOOOO

loNoNeNoNeolNeNoNolNoel

1606 of 2308

ABV
ABV
ABV
ABB

ABV
ABB

ABV
ABV
ABV
ABV
ABV
ABV
AVB

ABV
ABV
ABV
ABV
ABV
AVB

AVB

ABV
AVV
ABV
ABV
ABV
ABV
ABV
ABV
ABV
ABV
ABV
ABV
ABV
ABV
AVV
AVV
ABV
ABV
AVV
AVV
ABV
AVV
AVV
AVV
AVV
AVV
ABV
AVV
AVV
ABV
AVV
AVV
ABV
AVV
AVV
ABV
AVV
AVV
AVV
AvVvV
ABV
ABV
AVV
AVV
ABV
AVV
ABV



1607 of 2308

375.7990 44:38 1969045, 525611. 44:23 44:42 120. 2 5.0 AVV
375.7990 44:46 2077161, 523549, 44:42 45:01 120, 2 5.0 AVV
375.7990 45:32 1880630, 467937, 45:22 45:47 120. 2 5.0 AVV
375.7990 46:32 1494860, 358332, 46:24 46:36 120. 2 5.0 ABV
375.7990 46:40 1491832, 340035, 46:36 46:55 120. 2 5.0 AVV
383.8447 44:37 2269020, 601923, 44:30 44:41 67. 2 5.0 ABV
383.8447 44:45 2622769, 647862, 44:41 45:00 67. 2 5.0 AVV
383.8447 45:31 2405793, 606248, 45:22 45:46 67. 2 5.0 AVV
383.8447 46:31 1922440, 447361, 46:23 46:46 67. 2 5.0 ABV
385.8417 44:37 4244771, 1130659, 44:30 44:41 107. 2 5,0 ABV
385,8417 44:45 4817808. 1228534. 44:41 44:56 107. 2 5.0 AVV
385.8417 45:31 4386696, 1083139. 45:18 45:46 107. 2 5.0 AVV
385,8417 46:31 3539625. 824829, 46:21 46:46 107. 2 5.0 ABV
373.8021 44:38 2462318, 654593, 44:25 44:42 140. 2 5.0 ABV
373.8021 44:46 2624519, 651500, 44:42 45:01 140, 2 5.0 AVV
373.8021 45:32 2364829. 593407. 45:21 45:47 140, 2 5,0 AVV
373.8021 46:32 1896430, 452218, 46:25 46:36 140, 2 5.0 ABV
373.8021 46:40 1840141, 424841, 46:36 46:55 140. 2 5.0 AVV
375.7990 44:38 1969045. 525611. 44:23 44:42 132, 2 5,0 AVV
375.7990 44:46 2077161, 523549, 44:42 45:01 132, 2 5,0 AVV
375.,7990 45:32 1880630. 467937, 45:22 45:47 132. 2 5,0 AVV
375.7990 46:32 1492810. 358108, 46:24 46:36 132. 2 5.0 ABV
375.7990 46:40 1480210. 339586. 46:36 46:55 132. 2 5,0 AVV
383.8447 44:37 2269013, 601923, 44:30 44:41 119. 2 5.0 ABV
383.8447 44:45 2622722. 647861, 44:41 45:00 119. 2 5.0 AVV
383.8447 45:31 2405611. 606241, 45:22 45:46 119. 2 5,0 AVV
383.,8447 46:31 1919706, 447279, 46:23 46:46 119, 2 5.0 ABV
385.8417 44:37 4244771, 1130659. 44:30 44:41 188. 2 5.0 ABV
385.8417 44:45 4817808. 1228534, 44:41 44:56 188, 2 5.0 AVV
385,8417 45:31 4386696. 1083139, 45:18 45:46 188. 2 5.0 AVV
385.8417 46:31 3539625, 824829, 46:21 46:46 188. 2 5.0 ABV
423.7555 49:33 1206764, 2509047, 49:25 49:49 86. 1 1.0 ABV
425,7524 49:33 1164151. 233468, 49:21 49:46 65. 1 1.0 ABV
423,7555 49:33 1206764 . 250947, 49:25 49:49 86. 2 5,0 ABV
423,7555 50:45 1121815, 241406. 50:36 51:01 86. 2 5.0 ABV
425.7524 49:33 1164151. 233468, 49:21 49:46 65. 2 5.0 ABV
425.7524 50:45 1076891. 230230, 50:37 51:00 65. 2 5,0 ABV
435,7951 49:32 22126. 4799. 49:26 49:41 17. 2 5.0 ABB
435,7951 50:44 2074770, 436715, 50:36 51:00 17. 2 5.0 ABV
437.7921 49:32 21072, 5055. 49:26 49:39 27. 2 5.0 ABB
437,7921 50:44 1978266, 426713, 50:36 51:00 27, 2 5.0 ABV
407.7614 49:02 1954587, 407819. 48:54 49:17 76, 1 1.0 ABV
409,7583 49:02 1856574, 396594 . 48:54 49:17 82, 1 1.0 ABV
407.7614 49:02 1954587, 407819, 48:54 49:17 76, 2 5,0 ABV
407.7614 51:22 1403133, 309028, 51:15 51:35 76, 2 5.0 ABV
409.7583 49:02 1856574. 396594, 48:54 49:17 82. 2 5.0 ABV
409.7583 51:22 1327522, 294944, 51:13 51:37 82. 2 5.0 ABV
417.8041 49:01 1619419, 339584, 48:53 49:16 75. 2 5.0 ABV
417.8041 51:21 1249994. 278474, 51:15 51:35 75. 2 5.0 ABV
419.8010 49:01 3477718. 745124 . 48:52 49:16 93, 2 5.0 ABV
419.8010 51:21 2727565. 610633. 51:11 51:34 93. 2 5.0 ABV
457.,7148 54:45 1852541, 475558, 54:38 55:01 50, 1 1.0 ABV
459.7118 54:44 2055595, 519320, 54:38 54:59 38, 1 1,0 ABV
457.7148 54:45 1852541, 475558, 54:38 55:01 50. 2 5.0 ABV
459.,7118 54:44 2055595, 519320. 54:38 54:59 38, 2 5.0 ABV
469.7545 54:44 3128446. 822877. 54:36 54:59 59. 2 5,0 ABV
471,7514 54:44 3454049. 899579, 54:37 54:59 45, 2 5.0 ABV
4471.7207 547753 T T 2415022, T ° T T624575.,7°54742 55709 7 TS5, 171,00 ABV T T
443,7177 54:53 2653504. 669137. 54:41 55:009 52. 1 1.0 ABV
441.,7207 54:53 2415022. 624575, 54:42 55:09 55. 2 5.0 ABV
443.,7177 54:53 2653504. 669137, 54:41 55:009 52. 2 5,0 ABV
453,7603 54:52 4614576, 1212874. 54:41 55:08 30, 2 5.0 ABV
455,7573 54:52 5106615, 1334707, 54:40 55:08 54, 2 5,0 ABV
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TestAmerica

Knoxville

CCAL ID:
CCAL Filename:
CCAL Sample ID:

CCAL Result Dir:

89931 -~
dli16081

4966:41

/2016081782/d116081782.,d

1608 of

IsoCalc Continuing Calibration Report

PCDD/PCDF by EPA Method 8290 w/16 IS's (13C-OCDF

D116081782

782

ICAL Date:
Method:
Instrument:

Column SN:

04/09/15

IN20 - DX8290 2

D11A

1379922

CCAL Date/Time: 08/17/16 18:56 Column Desc: Rtx-5 60m x 0.32mm ID x 0.25um
m/z's Ion Calc
Forming Abund Conc ICAL CCAL QC
Analytes Ratio Ratio QC Limits (ng/mL) RF RF %D Limit Valid?
2,3,7,8-TCDD M/M+2 0.80 0.65-0.89 10.3 1,144 1.181 3.3 20.0 True
2,3,7,8-TCDF M/M+2 0.79 0.65-0.89 10.5 1.066 1,124 5.4 20.0 True
1,2,3,7,8~-PeCDD M+2/M+4 1.57 1.32-1.,78 48 1.060 1.022 -3.6 20.0 True
1,2,3,7,8-PeCDF M+2/M+4 1.58 1.32-1,78 51 1.179 1,211 2,7 20,0 True
2,3,4,7,8-PeCDF M+2/M+4 1.56 1.32-1.78 50 1.115 1,112 -0.3 20.0 True
1,2,3,4,7,8-HxCDD M+2/M+4 1.26 1.05-1,43 51 1,131 1,154 2.0 20.0 True
1,2,3,6,7,8-HxCDD M+2/M+4 1.26 1,05-1.43 51 1.116 1.146 2.7 20.0 True
1,2,3,7,8,9-HxCDD M+2/M+4 1,27 1.05-1,43 51 1,205 1.228 1.9 20,0 True
1,2,3,4,7,8-HXCDF M+2/M+4 1.25 1,05-1,43 51 1.350 1.372 1.6 20.0 True
1,2,3,6,7,8-HXCDF M+2/M+4 1,27 1.05-1,43 52 1.242 1,290 3.9 20.0 True
2,3,4,6,7,8-HxCDF M+2 /M+4 1.26 1,05-1,43 51 1,241 1,263 1.8 20.0 True
1,2,3,7,8,9-HxCDF M+2 /M+4 1,28 1.05-1,43 50 1.262 1,257 -0.4 20,0 True
1,2,3,4,6,7,8-HpCDD M+2/M+4 1.04 0.88-1.,20 50 1.114 1.106 -0.7 20.0 True
1,2,3,4,6,7,8-HpCDF M+2/M+4 1.05 0.88-1,20 51 1.461 1.502 2.8 20.0 True
1,2,3,4,7,8,9-HpCDF M+2/M+4 1,08 0.88-1.20 51 1.370 1.395 1.8 20.0 True
OCDD M+2/M+4 0.90 0.76-1,02 103 1.203 1.237 2,8 20.0 True
OCDF M+2/M+4 0.92 0.76-1,02 93 1.134 1.060 -6.6 20.0 True
13C-2,3,7,8-TCDD M/M+2 0,79 0.65~0.89 94 1.093 1.024 -6.3 30.0 True
13¢C-2,3,7,8-TCDF M/M+2 0.83 0.65-0,89 96 1,794 1.716 ~-4.,4 30,0 True
13C-1,2,3,7,8-PeCDD M+2/M+4 1.60 1,32-1,78 108 0.800 0.862 7.7 30.0 True
13C-1,2,3,7,8-PeCDF M+2 /M+4 1.62 1.32-1,78 93 1.356 1.264 -6.8 30.0 True
13¢-2,3,4,7,8-PeCDF M+2/M+4 1,64 1.32-1.78 104 1.343 1.395 3.9 30.0 True
13C-1,2,3,4,7,8-HxCDD M+2/M+4 1.26 1,05-1.43 100 0.916 0.920 0.4 30.0 True
13C-1,2,3,6,7,8-HxCDD M+2/M+4 1.27 1,05-1.43 98 0.906 0.891 -1.7 30.0 True
13C-1,2,3,4,7,8~HXCDF M/M+2 0.53 0.43-0.59 102 1.268 1.294 2.0 30.0 True
13C¢-1,2,3,6,7,8-HXCDF M/M4+2 0.54 0.43-0.59 99 1.506 1.494 -0.8 30,0 True
13C-2,3,4,6,7,8-HxCDF M/M+2 0.55 0.43-0.59 101 1.344 1.359 1.1 30,0 True
13C-1,2,3,7,8,9-HxCDF M/M+2 0.52 0.43~-0.59 93 1.202 1.124 -6.5 30.0 True
13¢-1,2,3,4,6,7,8-HpCDD M+2/M+4 1.09 0.88-1,20 113 0.728 0.820 12.6 30.0 True
13C-1,2,3,4,6,7,8-HpCDF M/M+2 0.46 0.37-0.51 102 1.008 1.028 2.0 30.0 True
13C-1,2,3,4,7,8, 9-HpCDF M/M+2 0.46 0.37-0.51 105 0.811 0.849 4,8 30.0 True
13C~0QCDD M+2/M+4 0.90 0.76-1,02 222 0.597 0.662 10.8 30.0 True
13C-OCDF M+2/M+4 0.89 0.76-1,02 212 0.946 1.005 6.2 30.0 True

Printed: 08/17/16 20:30
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TestAmerica

Knoxville

CCAL ID:
CCAL Filename:
CCAL Sample ID:

CCAL Result Dir:

IsoCalc Continuing Calibration Report

PCDD/PCDF by EPA Method 8290 w/16 IS's (13C-OCDF

89931 - D1160817S2
d1160817s2

4966:41

/2016081782/d116081782.d

ICAL Date:
Method:
Instrument:

Column SN:

04/09/15
IN20 - DX8290_2
D11A

1379922

CCAL Date/Time: 08/17/16 18:56 Column Desc: Rtx-5 60m x 0.32mm ID x 0.25um
ICAL CCAL RT ICAL CCAL RRT
Analytes RT RT Diff RRT RRT QC Limit Valid?
2,3,7,8-TCDD 30:41 32:53 132 1.002 1.003 -
2,3,7,8-~TCDF 28142 30:43 121 1.001 1.001 -
1,2,3,7,8-PeCDD 40133 41:25 52 1,000 1.000 -
1,2,3,7,8-PeCDF 38:44 39:46 62 1.000 1.000 -
2,3,4,7,8-PeCDF 40:01 40:55 54 1.001 1,000 -
1,2,3,4,7,8-HxCDD 44350 45:40 50 1.000 1.000 -
1,2,3,6,7,8~HxCDD 44:57 45:48 51 1.000 1.000 -
1,2,3,7,8,9-HxCDD 45:20 46312 52 1.009 1.009 ~
1,2,3,4,7,8-HxCDF 43:49 44:36 47 1.000 1.000 -
1,2,3,6,7,8-HxCDF 43:56 44:44 48 1.000 1,000 -
2,3,4,6,7,8~HXCDF 44:39 45:29 50 1,000 1,000 -
1,2,3,7,8,9~HXCDF 45:36 46:29 53 1,000 1.000 -
1,2,3,4,6,7,8-HpCDD 49:38 50:43 65 1,000 1,000 -
1,2,3,4,6,7,8-HpCDF 47:58 49:00 62 1,000 1.000 -
1,2,3,4,7,8,9-HpCDF 50:17 51:19 62 1.000 1.000 -
OCDD 53:54 54:43 49 1.000 1.000 -
OCDF 54:02 54:52 50 1.000 1.000 -
13C-2,3,7,8-TCDD 30:38 32:48 130 1,017 1,016 -
13¢-2,3,7,8-TCDF 28:40 30:41 121 0.951 0.950 -
13¢-1,2,3,7,8-PeCDD 40:32 41:24 52 1.346 1,282 -
13¢-1,2,3,7,8-PeCDF 38:43 39:45 62 1.285 1.231 -
13¢C~2,3,4,7,8-PeCDF 39:59 40:54 55 1.327 1.267 -
13¢-1,2,3,4,7,8-HxCDD 44:49 45:39 50 0,989 0.988 -
13¢-1,2,3,6,7,8~HxCDD 44:56 45:47 51 0.992 0.991 -
13¢-1,2,3,4,7,8-HxCDF 43:48 4435 47 0.966 0.965 -
13¢~1,2,3,6,7,8-HxCDF 43:55 44:43 48 0.969 0.968 -
13C¢-2,3,4,6,7,8-HxCDF 44:38 45:28 50 0.985 0,984 -
13¢-1,2,3,7,8, 9-HxCDF 45:35 46:28 53 1.006 1.006 -
13C-1,2,3,4,6,7,8-HpCDD 49:37 50:42 65 1,095 1.098 -
13C-1,2,3,4,6,7,8-HpCDF 47:56 48:59 63 1.058 1.061 -
13C-1,2,3,4,7,8,9-HpCDF 50:16 51:18 62 1.109 1.111 -
13C-0OCDD 534+53 54142 49 1,189 1.184 -
13C~OCDF 54:01 54:51 50 1,192 1,188 -

Printed: 08/17/16 20:30
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TestAmerica

Knoxville

CCAL ID:

WIN Filename:
WIN Sample ID:
WIN Result Dir:

WIN Date/Time:

IsoCalc Continuing Calibration Report

PCDD/PCDF by EPA Method 8290 w/16 IS's (13C-OCDF

89931 - D116081782

dl1160817s2 Method:
4966:41 Instrument;
/2016081782/d1160817s82.d Column SN:

08/17/16 18:56 Column Desc:

IN20 - DX8290_2

D11A

1379922

1610 of 2;

Rtx-5 60m x 0.32mm ID x O.25um

Window Defining First/Last Eluter Retention Times

First Eluter

Last Eluter

Analyte Reference M/Z Ref RT RT RRT RT RRT

Total TCDD 13C-2,3,7,8-TCDD 320 32:48 26131 0.8084 35:42 1.0884
Total TCDF 13¢-2,3,7,8-TCDF 304 30:41 23:55 0.,7795 35:36 1.,1602
Total PeCDD 13C-1,2,3,7,8-PeCDD 356 41:24 38:42 0,9348 42:04 1,0161
Total PeCDF 13¢-1,2,3,7,8-PeCDF 340 39:45 36:12 0.9107 42:11 1.0612
Total HxCDD 13C-1,2,3,6,7,8-HxCDD 390 45:47 44:01 0.9614 46:12 1.0091
Total HxCDF 13C-1,2,3,4,7,8~HxCDF 374 44:35 43:21 0.9723 46:37 1.0456
Total HpCDD 13C-1,2,3,4,6,7,8-HpCDD 424 50:42 49:30 0.9763 50:43 1.0003
Total HpCDF 13C-1,2,3,4,6,7,8-HpCDF 408 48:59 49:00 1.0003 51:19 1.0476
OCDD 13C~0OCDD 458 54:42 54:43 1.0003 54:43 1.0003
OCDF 13C-0OCDF 442 54:51 54:52 1.0003 54:52 1,0003

Printed: 08/17/16 20:30
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TestAmerica IsoCalc Preliminary Sample Report
Knoxville PCDD/PCDF by EPA Method 1613B (w/13C-OCDF)
Workorder 4966:41 Prep Batch Lot No
Data File /20160817s2/d1160817s2.d Prep Date SDG No
Analysis ID 180433 Prep Exp Date Date Received
Analysis Date 8/17/2016 Matrix UNKNOWN Date Sampled
Analysis Time 18:56 Initial Wt/vol Lims Test Code
Anal Exp Date Extract Vol Method DX1613B
Instrument D11A Dil Factor 1.00 Code F8o
Analyst KLR
Conc DL
Analyte RT Area Height RF Std Amt Amount Rec (ng/mL) (ng/mL)
2,3,7,8-TCDD 32:53 526251 52810 1.144 10.00 10,329121 103,29 10.329121 E 0.0497
Total TCDD 2351823 262585 1,144 56.490103 56.490103 E 0.0497
2,3,7,8-TCDF 30:43 838941 86369 1,066 10,00 10.543666 105.44 10.543666 E 0.0162
Total TCDF 1694306 228566 1,066 31,837413 31.837413 E 0,0162
1,2,3,7,8-PeCDD 41:25 1917516 475913 1.060 50.00 48.222198 96.44 48,222198 E 0.0228
Total PeCDD 3786791 831025 1,060 143.,453416 143.453416 E 0.0228
1,2,3,7,8-PeCDF 39:46 3332074 718278 1,179 50.00 51.371881 102.74 51.371881 E 0.0213
2,3,4,7,8-PeCDF 40:55 3375230 812573 1,115 50.00 49.873458 99.75 49.873458 R 0,0185
Total PeCDF 6134025 1189552 1,147 193.679458 193.679458 E 0.0197
1,2,3,4,7,8-HXCDD 45:40 2533907 633671 1,131 50.00 50,989907 101.98 50.989907 R 0.0292
1,2,3,6,7,8-HxCDD 45:48 2439283 602044 1,116 50.00 51,353765 102.71 51.353765 R 0.0301
1,2,3,7,8,9~HxCDD 46:12 2656395 640487 1,205 50.00 50.966000 101.93 50.966000 E 0,0277
Total HxCDD 2801402 767485 1,151 209.598734 209.598734 E 0.0290
1,2,3,4,7,8-HXCDF 44:36 4240002 1133018 1,350 50.00 50.796635 101.59 50,796635 R 0.0193
1,2,3,6,7,8-HXCDF 44144 4603006 1181912 1,242 50.00 51.,956187 103.91 51,956187 E 0,0192
2,3,4,6,7,8-HxCDF 45:29 4099909 1030092 1,241 50.00 50.897909 101.80 50.897909 E 0.0214
1,2,3,7,8,9-HxCDF 46:29 3373162 800465 1,262 50.00 49.801661 99.60 49.801661 E 0.0271
Total HXCDF 7126556 1809140 1,274 292,350672 292.350672 E 0.0213
1,2,3,4,6,7,8-HpCDD 50:43 2167379 463663 1,114 50.00 49.665435 99.33 49.665435 E 0.0251
Total HpCDD 2276717 457276 1,114 101.836347 101.836347 E 0.0251
1,2,3,4,6,7,8~HpCDF 49:00 3689632 781993 1,461 50,00 51.,409555 102.82 51.409555 E 0.,0226
1,2,3,4,7,8,9-HpCDF 51:19 2830409 625492 1,370 50,00 50.914435 101.83 50.914435 E 0.0283
Total HpCDF 1.416 102.323990 102.323990 E 0.0252
OCDD 54:43 3909530 1006647 1,203 100.0 102,795721 102.80 102.,795721 R 0.0225
OCDF 54:52 5085611 1303268 1.134 100.0 93.420503 93.42 93.420503 E 0.0134
13C~2,3,7,8~TCDD 32:48 4455369 430723 1,093 100,0 93.691530 93,69 93.691530 0.0283
13¢-2,3,7,8~TCDF 30:41 7467075 783834 1,794 100.0 95.608429 95.61 95.608429 0.0102
13¢-1,2,3,7,8-PeCDD 41:24 3751721 950044 0.800 100.0 107.748532 107.75 107.748532 0.0329
13C¢-1,2,3,7,8-PeCDF 39:45 5500793 1182859 1.356 100.0 93.171783 93.17 93.171783 0.0325
13C¢-2,3,4,7,8-PeCDF 40:54 6071942 1445062 1,343 100.0 103.874273 103.87 103.874273 0.0328
13¢-1,2,3,4,7,8-HxCDD 45:39 4393417 1088421 0,916 100.0 100.436334 100,44 100.436334 0.0258
13¢-1,2,3,6,7,8-HxCDD 45:47 4256419 1071385 0.906 100.0 98.332740 98.33 98.332740 0.0261
13C-1,2,3,4,7,8-HxXCDF 44:35 6180980 1659310 1,268 100.0 102.029241 102.03 102.029241 0.0274
13C-1,2,3,6,7,8-HxCDF 44:43 7135365 1814263 1.506 100.0 99.229117 99.23 99.229117 0.0231
13C-2,3,4,6,7,8-HXCDF 45:28 6491524 1626617 1,344 100.0 101.130449 101.13 101.130449 0.0259
13¢-1,2,3,7,8,9-HXCDF 46:28 5366813 1264505 1,202 100.0 93.476395 93.48 93,476395 0.0290
13c-1,2,3,4,6,7,8-HpCDD 50142 3918360 848177 0,728 100.0 112.628330 112.63 112.628330 0.0484
13¢-1,2,3,4,6,7,8-HpCDF 48:59 4912294 1035903 1.008 100.0 102.027378 102.03 102.027378 0,0347
13¢-1,2,3,4,7,8,9-HpCDF 51:18 4056747 884255 0,811 100.0 104.760817 104.76 104.760817 0.0432
13C~0GCDD 54:42 6322904 1680016 0,597 200.0 221.608340 110.80 221.608340 0.0687
13C~OCDF 54:51 9598109 2533791 0.9%46 200.0 212.429078 106.21 212.429078 0.0323
37Cl4-2,3,7,8-TCDD 32:53 497352 49801 1,233 10.00 9.264309 92.64 9.264309 E 0.0227
13C-1,2,3,4~TCDD 32:17 4352698 436587 1,000 100.0 100,000000 100.00 100,000000 0.0309
13¢-1,2,3,7,8,9-HxCDD 46:11 4776233 1163386 1.000 100.0 100.000000 100.00 100,000000 0.0236
Printed: 08/17/16 20:30 1527 Page 1 of 1
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TestAmerica IsoCalc Preliminary Peak Report
Knoxville PCDD/PCDF by EPA Method 1613B (w/13C-OCDF)
Workorder 4966:41 Prep Batch Lot No
Data File /20160817s2/d1160817g2 Prep Date SDG No
Analysis ID 150433 Prep Exp Date Date Received
Analysis Date 08/17/16 18:56 Matrix UNKNOWN Date Sampled
Anal Exp Date Initial Wt/vol Lims Test Code
Instrument D11A Extract Vol Method DX1613R
Analyst KLR Diluton Factor 1,00 Code F8o
View Small Peaks? False View deleted peaks? False
Mass Peak Name RT Pred RT A Area 1 Area 2 Heightl Height2 Ratio Integration Flags
304 303.9016 305.8987 303.9016 305.8987 0.65-0.89
Noise 00:00 00:00 0 65 70 26 28 0,93 * /
Unidentified 23:55 00:00 0 434169 539095 60779 73315 0.81 ABV/ABV
2,3,7,8-TCDF 30:43 30:55 -12 369879 469062 36942 49427 0.79 ABV/ABV M
Unidentified 35:36 00:00 0 322473 398569 43187 51285 0.81 ABB/ABB
316 315,9419 317.9389 315,9419 317.9389 0.65-0.89
Noige 00:00 00:00 0 45 35 18 14 1,29 * /
13¢-2,3,7,8-TCDF 30:41 30:53 -12 3380045 4087030 354894 428940 0.83 AVV/ABV
320 319.8965 321.8936 319.8965 321.8936 0.65-0.89
Noise 00:00 00:00 0 115 130 46 52 0.88 /
Unidentified 26:31 00:00 0 224890 280498 28416 34461 0.80 ABV/ABV
Unidentified 32:19 00:00 0 206602 268633 20294 26191 0.77 ABV/ABV
Unidentified 32:34 00:00 0 196102 239651 20210 25124 0.82 AVV/AVV
2,3,7,8-TCDD 32:53 32:37 16 234010 292241 23452 29358 0.80 AVV/AVV M
Unidentified 33:24 00:00 0 214050 270295 19018 25468 0.79 AVV/AVV
Unidentified 35:42 00:00 0 200846 250256 28638 34765 0.80 ABB/ABB
328 327.8847 327.8847
Noige 00:00 00:00 0 123 49
37¢l4-2,3,7,8-TCDD 32:53 32:37 16 497352 49801 AVV M
332 331.9368 333.9338 331.9368 333.9338 0.65-0,89
Noise 00:00 00:00 0 75 60 30 24 1.25 * /
13¢-1,2,3,4-TCDD 32:17 32:09 8 1962866 2389832 200739 235848 0.82 AVV/ABV
13C-2,3,7,8-TCDD 32:48 32:35 13 1968466 2486903 196379 234344 0.79 AVV/AVV
340 339.8597 341.8567 339.8597 341.8567 1.32-1,78
Noise 00:00 00:00 0 148 150 59 60 0.98 * /
Unidentified 36:12 00:00 0 2027134 1266086 300904 190109 1.60 ABV/ABV
1,2,3,7,8-PeCDF 39:46 39:51 -5 2040683 1291391 440509 277769 1,58 ABV/ABV M
2,3,4,7,8-PeCDF 40:55 41:04 -9 2058356 1316874 493840 318733 1.56 ABV/ABV M
Unidentified 4211 00:00 0 1743184 1097621 425977 272562 1.59 AVV/ABV
352 351,9000 353.8970 351,9000 353,8970 1.32-1,78
Noise 00:00 00:00 0 145 48 58 19 3.05 * /
13C-1,2,3,7,8-PeCDF 39:45 39:51 -6 3402711 2098082 740134 442725 1,62 ABV/ABV
13C-2,3,4,7,8-PeCDF 40:54 41:02 -8 3770884 2301058 902874 542188 1.64 ABV/ABV
356 355.8546 357,8516 355,8546 357.8516 1.32-1,78
Noige 00:00 00:00 0 110 120 44 48 0,92 * /
Unidentified 38:42 00:00 0 1065453 682481 183496 118208 1.56 ABV/ABV
1,2,3,7,8~PeCDD 41:25 41:34 - 1171050 746466 289260 186653 1,57 ABV/ABV M
Unidentified 42:04 00:00 1249630 789227 323950 205371 1,58 ABR/ABB
368 367.8949 369.8919 367.8949 369,8919 1,32~1.,78
Noige 00:00 00:00 0 75 40 30 16 1.88 * /
13¢-1,2,3,7,8-PeCDD 41:24 41:33 -9 2309073 1442648 587966 362078 1.60 ABV/ABV
374 373.8208 375.8178 373,8208 375.8178 1.05-1,43
Noise 00:00 00:00 0 208 225 83 90 0.92 * /
Notes:
R = ratio is outside limits M = data changed manually N = Peak not reported 8 = peak less than 2,5x S/N

T = peaks outside comax limit D = peak outside RT window W

Printed: 08/17/16 20:30

peak

outside first/last

peak list,

3829"0f 3740 - 2°°°

Page

X = peak has dup match

Page 1 of 3
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otest
ratio is outside limits

N
R
T

Printed: 08/17/16 20:30

M = data changed manually
peaks outside comax limit D = peak outside RT window

N = Peak not reported
W = peak outside first/last

§ =
X =

peak less than 2.5x §/N
peak has dup maktch

peak gigs 3650"0F 3%4d 2020

TestAmerica IsoCalc Preliminary Peak Report
Knoxville PCDD/PCDF by EPA Method 1613B (w/13C-OCDF)
Workorder 4966:41 Prep Batch Lot No
Data File /2016081782/d1160817s2 Prep Date SDG No
Analysis ID 180433 Prep Exp Date Date Received
Analysis Date 08/17/16 18:56 Matrix UNKNOWN Date Sampled
Anal Exp Date Initial Wt/vVol Lims Test Code
Instrument DI11A Extract Vol Method DX1613B
Analyst KLR Diluton Factor 1.00 Code F8o
View Small Peaks? False View deleted peaks? False
Mass Peak Name RT Pred RT A Area 1 Area 2 Heightl Height2 Ratio Integration Flags
374 373.8208 375.8178 373.8208 375.8178 1.05-1,43
Unidentified 43:21 00:00 0 2208821 1764303 602467 478289 1.25 ABV/ABV
1,2,3,4,7,8-HxCDF 44436 44:42 -6 2354468 1885534 630246 502772 1.25 ABV/ABV M
1,2,3,6,7,8-HxCDF 44:44 44:48 -4 2571492 2031514 658363 523549 1,27 AVV/AVB DM
2,3,4,6,7,8-HXCDF 45:29 45:30 -1 2289008 1810901 582609 447483 1.26 AVV/AVB
1,2,3,7,8,9-HxCDF 46:29 46:26 3 1893117 1480045 451205 349260 1.28 ABV/ABV M
Unidentified 46:37 00:00 0 1763877 1389555 409765 318619 1.27 AVV/AVB
384 383.8639 385.8610 383.8639 385.8610 0,43-0,59
Noise 00:00 00:00 0 155 250 62 100 0.62 * /
13¢-1,2,3,4,7,8-HxCDF 4435 44 :41 -6 2146491 4034489 582991 1076319 0.53 ABV/ABV
13¢-1,2,3,6,7,8-HxCDF 44 :43 4447 -4 2508343 4627022 639671 1174592 0.54 AVV/AVV
13C-2,3,4,6,7,8-HxCDF 45:28 45:29 -1 2312878 4178646 587430 1039187 0,55 AVV/AVV
13¢-1,2,3,7,8,9-HxCDF 46:28 46:25 3 1847203 3519610 442107 822398 0.52 ABV/ABV
390 389.8156 391,8127 389.8156 391.,8127 1.05-1.43
Noise 00:00 00:00 0 173 188 69 75 0,92 * /
Unidentified 44:01 00:00 0 1564498 1236904 425445 342040 1.26 ABV/ABV
1,2,3,4,7,8-HxCDD 45:40 45:41 -1 1415170 1118737 353812 279859 1.26 AVV/ABV
1,2,3,6,7,8-HxCDD 45:48 45:48 0 1357731 1081552 337033 265011 1.26 AVV/AVV
1,2,3,7,8,9-HxCDD 46:12 46:10 2 1485845 1170550 360519 279968 1.27 AVV/AVV
402 401.8559 403.8529 401,8559 403.8529 1.05-1.43
Noise 00:00 00:00 0 178 98 71 39 1.82 * /
13¢C¢-1,2,3,4,7,8-HXCDD 45:39 45:40 -1 2453281 1940136 604848 483573 1.26 ABV/ABV
13C-1,2,3,6,7,8-HxCDD 45:47 45:47 2377591 1878828 597548 473837 1.27 AVV/AVV
13¢-1,2,3,7,8,9-HxCDD 46:11 46:09 2693757 2082476 657893 505493 1.29 AVV/AVV
408 407.7818 409.7788 407.7818 409.7788 0.88-1,20
Noisge 00:00 00:00 0 158 185 63 74 0.85 * /
1,2,3,4,6,7,8-HpCDF 49:00 48:47 13 1893276 1796356 402841 379152 1.05 ABV/ABV M
1,2,3,4,7,8,9-HpCDF 51:19 51:08 11 1466463 1363946 324071 301421 1.08 ABV/ABV M
418 417.8250 419.8220 417.8250 419,8220 0.37-0.51
Noise 00:00 00:00 0 198 210 79 84 0.94 * /
13¢-1,2,3,4,6,7,8-HpCDF 48:59 48:45 14 1556653 3355641 332215 703688 0.46 ABV/ABV
13C-1,2,3,4,7,8,9-HpCDF 51:18 51:07 11 1281587 2775160 282935 601320 0.46 ABV/AVV
424 423.7767 425,7737 423.7767 425.7737 0.88-1,20
Noise 00:00 00:00 0 130 108 52 43 1,21 * /
Unidentified 49:30 00:00 0 1160603 1116114 230631 226645 1.04 ABV/ABV
1,2,3,4,6,7,8-HpCDD 50:43 50:28 15 1102748 1064631 236767 226896 1.04 ABV/ABV M
436 435.8169 437.8140 435.8169 437.8140 0,88-1.,20
Noilse 00:00 00:00 0 260 150 104 60 1.73 * /
13C-1,2,3,4,6,7,8-HpCDD 50:42 50:27 15 2044497 1873863 439563 408614 1.09 ABV/ABV
442 441,7428 443.7399 441,7428 443.7399 0.76-1.02
Noise 00:00 00:00 73 120 29 48 0.60 * /
OCDF 54:52 55:01 - 2433502 2652109 634492 668776 0,92 ABV/ABV M
454 453,7830 455.7801 453,7830 455.7801 0.76-1.02

Page 2 of 3
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N
R
T

Printed: 08/17/16 20:30

peaks outside comax limit D = peak outside RT window

W = peak outside First/last X

N = Peak not reported 8 = peak legs than 2.8x S/N
= peak has dup match

el B A 7

TestAmerica IsoCalec Preliminary Peak Report
Knoxville PCDD/PCDF by EPA Method 1613B (w/13C-OCDF)
Workorder 4966:41 Prep Batch Lot No
Data File /20160817s2/d1160817s2 Prep Date SDG No
Analysis ID 180433 Prep Exp Date Date Received
Analysis Date 08/17/16 18:56 Matrix UNKNOWN Date Sampled
Anal Exp Date Initial Wt/vol Lims Test Code
Instrument D11A Extract Vol Method DX1613B
Analyst KLR Diluton Pactor 1,00 Code F8o
View Small Peaks? False View deleted peaks? False
Mass Peak Name RT Pred RT A Area 1 Area 2 Heightl Height2 Ratio Integration Flags
454 453.7830 455.7801 453,7830 455,7801 0,76-1.02
Noise 00:00 00:00 113 243 45 97 0,46 * /
13C~OCDF 54:51 55:00 -9 4516315 5081794 1202460 1331331 0.89 ABV/ABV
458 457.7377 459.7348 457.7377 459.7348 0.76-1,02
Noise 00:00 00:00 0. 133 95 53 38 1.39 * /
OCDD 54:43 54:53 -10 1854194 2055336 483666 522981 0.90 ABV/ABV M
470 469.7780 471.7750 469.7780 471.7750 0.76-1,02
Noise 00:00 00:00 0 173 305 69 122 0.57 * /
13C-0CDD 54:42 54:52 -10 2987609 3335295 794192 885824 0.90 ABV/ABV
otes
ratio is outside limits M = data changed manually

Page 3 of 3
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DFS Peak Matching results

1616 of 2308

Page 1 of 1

Reports
20:36:29

20:36:31

20:36:55

20:36:30:
20:36:30:
20:36:31;

20:36:32:
20:36:33:
20:36:33:
20:36:39:
20:36:42;
20:36:45;
20:36:49:
20:36:52:

20:36:58:
20:37:01:
20:37:04:
20:37:07:
20:37:11:
20:37:14:
20:37:17:
20:37:18:
20:37:18:
20:37:18:
20:37:20:
20:37:20:

Peak matching procedure started

Reference mass: 313.98336
Sample mass: 3

64.0

Finding reference mass
Finding sample

[1] 363.9783 amu, mean: 363,9783

[2] 363,9779 amu, mean: 363,978l SD: 0.26 mmu or: 0.73 ppm

[3] 363,9778 amu, mean: 363,9780 SD: 0.26 mmu or: 0.71 ppm

[4] 363.9784 amu, mean: 363,9781 SD: 0.31 mmu or: 0.85 ppm

[5] 363.9780 amu, mean: 363,9781 SD: 0,27 mmu or: 0,74 ppm

[6] 363,9783 amu, mean: 363,9781 SD: 0.25 mmu or: 0.69 ppm

[7] 363.9784 amu, mean: 363,9782 SD: 0.26 mmu or: 0.71 ppm

[8] 363.9784 amu, mean: 363,9782 SD: 0,25 mmu or: 0.69 ppm

[9] 363,9784 amu, mean: 363,9782 SD: 0.24 mmu or: 0.66 ppm

[10] 363.9784 amu, mean: 363,9782 SD: 0.23 mmu or: 0.64 ppm
[11] 363.,9786 amu, mean: 363,9783 SD: 0.24 mmu or: 0.67 ppm
[12] 363.9782 amu, mean: 363,9783 SD: 0.23 mmu or: 0.64 ppm
[13] 363.9779 amu, mean: 363,9782 SD: 0.24 mmu or: 0,66 ppm

mass

Stop requested. Please walt for procedure to finish.

Peakmatching stopped

Signature M Q"? - /%

Xcalibur rev. 2.0,

DC rev.

05-05 8/17/2016 8:37:24 PM
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DFS-1209

Instr.:

LockMass: 413.9775
_Resolution: 11949 (08/17/16 20:30-
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Instr.:

CaliMass: 463.9738
Resolution: 11893 (08/17/16 20:31:31)
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*** file opened Wed Aug 17 19:01:06 2016 #**

Started by

Instrument Internet name

Instrument model
Instrument service number -
Workstation internet name -

Analysis started at:

Xcalibur
DFS MS

DFS

0000
KNXDXNDFSO1

MS

17-Aug-16 19:01:05

Analysis will stop at user request

Firmware Version:

MCAL file name:

Seque

nce

021716KLR 160817130341

1.

03

mcall.cal

MID procedure: 5W_DB5_FC43_SINGLEGC OCDF

Mid Time Windows:

S 3E o o 3
‘U'II-D(A)NI—'

Mid Masgses:
Window # 1

303.
305.
313,
313.
315.
317.
319,
321.
327.
331.
333.

363
363

375,
Window # 2

Start

12:00
35:53
42:43
48:00
53:00

mass
9016
8987
9834
9834
9419
9389
8965
8936
8847
9368
9338
.9802
.9802
8364

mass

min
min
min
min
min

F

F

313.9834 1

313
339
341
351
353
355
357
367
369
375
375
409

Window # 3

373
375
375

.9834
.8597
. 8567
.9000
.8970
.8546
.8516
.8949
.8919
.9802
.9802
L7974

mass
.8208
.8178
.9802

c

F

2

int

[N
cCOo R R

NN
POoOouUuUERRE OO,

int
20

N
(@]

NN
FOOoOUURrEFLEUOUOR R

int

S 01T ooy w

Meagure

: 53
: 50
116
:00
112

PRRPRRERBRRERBERRPRRB

HFHPRPRRRRRRR B

(o]
o]

Q
o

gr

min
min
min
min
min

time

time

time

35
143
48
:00

42

53

57

123
123

24
24
123
123
123
24
24
6

6
123

7

7
146
146
29
29
146
146
29
29

146

146
146

53

00

12

(ms)

(ms)

(ms)

End

min
min
min
min

min

Page 3079 of 3740

PR R R

Cycletime

.00
.00
.00
.00
.00

sec
sec
sec
sec
sec
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375.9802
383.8639
385.8610
389.8158
391.8127
401.8559
403.8529
413,9770 ¢
413,9770
445 ,7555
Window # 4
magg F  int
407.7817 1
409,7788 1
413.9770 1 20
413.,9770 20
417.8250 5
419.,8220 5
423,7767 1
425,7737 1
435.,8169 5
5
0
0
1

[\V]

N N
PoouUuwuRErRE OO

PRPRRPRRRPRRR

437.8140
463.,9738 ¢
463.9738
479,7165
Window # 5
mass F int
425,9770 1
425,9770 20
441 .7428
443,7399
453,7830
455.7801
457 .7377
459,7348
469,7780
471 .7750
501.9706
501.9706
513.6775

NN
HFRPHERRBRPRRBRRR

Q
NN
RPOOCULURPRPEFEFOOUIRERE

HHEHRPRHEBBERBRRRPERRBRPR

wQ
[

le]
=

29
29
146
146
29
29

146

time (ms)
146
146

29
29
146
146
29
29
7

7
146

time (ms)

7

7
146
146
29
29
146
146
29
29

7

7
146

MID Window terminated after 35.900000 minutes
MID Window end time was 35.890000 minutes
MID Window terminated after 42.733333 minutes
MID Window end time was 42.730000 minutes
MID Window terminated after 48.000000 minutes
MID Window end time was 48.000000 minutes
MID Window terminated after 53.000000 minutes
MID Window end time was 53.000000 minutes
MID Window terminated after 57.200000 minutes
MID Window end time was 57.200000 minutes

Tune file name: C:\Xcalibur\System\DFS\MSI\Tune2.DFSTune

DFS - Parameter

ACCU 1000.
BQUAD 2.
CCURR 0.
DRAW -25,
DYNVOLTAGE 18.
EDAC 7969177.
ELEN -45,
ENSBR 2,
ESTIPAR 0.
FDMA 18000000.
M 375.

0000 BCORRS
4000 CAPIL
0000 COUNTING
0000 DRAWC
0000 ECORR
0000 EDACG
0000 EMULT
4000 ERATIO
0000 EXS
0000 FILTER
8364 FMII

0.,0169
0.0000
0.0000
0.0000
1.0008
0.9997
1802.0000
1.0000
172.0000
100.0000
50.0000

Page 3080 of 3740

BMASS
CAPTSET
DELAY
DRAWS
ECURR
EDACZ
ENS
ESA
EXSBR
FLENS
FQUAD

306.
200.
.0000
.0000
.0000
2585,

210.

679.
.5000
.0000
.4000

9834
0000

8226
0000
0600
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FQUADGAIN

FVANAL
FWIN
HVSRC
ICAL2
ISTC

LENS_SYM

LMASS
MDAC
NSCAN
NPEAK
PUSHER
RES
RDRAWC

SHIELD POT

SKIM
SW
TD
TIS
TSET

USERVAR

UTQ3

XLENS_SYM

26

NO OO OO Oo

306.
3538723,
2650.
13.

-2,
13056.
0.

684 .

PO OOCORrR O

[\eleel

Source Gauge:

Analyzer

Penning:

Pirani Analyse:

Pirani
Pirani

Source:
Inlet System:

Scantype is magnetic

Sourcemode is EI POS

MID Time
MID Time
MID Time
MID Time
MID Time

Window
Window
Window
Window
Window

Ul W N

.2000  FREQ
.0043 FVINLET
.7000 HCURR
.0000 ICALO
.5865 TIONEN
.0000 I8TS
.2500 LM
9834 LKM
3056 MRANGE
0000 NSMAX
0000 MULT
0000 RECURR
1155 RPUSHER
0000 RWIN
0000 SHIELD_SYM
.0000 SLOW
.0994 TANAL
.0000 TS
.0010 TREF
.0000 TUBEL
.0000  UTQ1
.0000 VMASS
.3000  YLENS_ POT
2.5e-005 mbar
9.4e-008 mbar
4.3e-003 mbar
3.9e-002 mbar
4.7e-002 mbar
Resgolution is 12145,
Regolution 1s 11651.
Resolution is 12852.
Resolution is 12059.
Regolution is 13056.

Amplifier Offset: 88.

**% File closed Wed Aug 17 19:58:20 2016

* kK
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150.
306.
856.

0000

. 0466
.0000
.0011
.0000

0000
8364
9770
7659

.0000
.0000
.8987
.9267
.0000
.0000
.0000
.0000
.0974
.0000
.0000

0000
9834
0000

FSLOPE
FVSRC
HVANAL
ICALL

IST
LENS_POT
LMII

MASS

NSAM
NSMIN
PSAM
RELEN
RDRAW
SCIDLE
SHIGH

ss

TCURR
THRESH
TSAM

UROT

UTQ2
XLENS_POT
YLENS_SYM

36000000.
.0392
.0000
L4030
.0000

0000

0000
0000
9834
0000

.0000
.0000
.0000
.0000
.0000

0000

.0000
.0000
.0000

0000

.0000

0000
0000

.0000
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QUAN: d1160817s2.g0 Entries: 180
Data file(s) used
File: d1160817s2 17-Aug-16
Samp: WO=4966:41 Meth=F80o Dil=1 Start : 18:56:17
Comm: Inst=dlla/1379922 Batch=20160817s2 Ccal=D1160817S1
Mode: EI ESI + Q1MS UP LR Study VER/WIN
Oper: KLR Inlet LC
Disp: CHRO
Amount = (area * ref amnt) / (ref area * response factor);
Response factors from guantitation file

Quan Actual Area Height Peak Peak

Masses Time Beginn End
319.8805 32:;53 234411, 23468. 32:43 33:08
321.8775 32:51 292330. 29362, 32:43 33:07
319.8805 26:31 224890. 28416, 26:19 26:46
3159.8805 32:19 206602, 20294. 32:05 32:27
319.8805 32:34 196102, 20210. 32:27 32:43
319.8805 32:53 234411, 23468. 32:43 33:08
319.8805 33:24 214095, 19040. 33:12 33:39
319.8805 35:42 200846, 28638. 35:31 35:51
321.8775 26:31 280498. 34461, 26:20 26:46
321.8775 32:19 268633, 26191, 32:05 32:28
321.,8775 32:34 239651, 25124. 32:28 32:43
321.8775 32:51 292330. 29362, 32:43 33:07
321.8775 33:24 270353, 25469. 33:09 33:39
321.8775 35:41 250256. 34765. 35:31 35:51
331.9202 32:17 1962986.. 200742, 32:01 32:32
331.9202 32:48 1968531. 196381. 32:34 33:04
333.9171 32:16 2390077. 235855, 32:00 32:31
333.9171 32:49 2487030. 234348, 32:34 33:05
319.8805 32:53 234010, 23452, 32:43 33:08
315.8805 33:24 214050. 19018. 33:09 33:39
321.8775 32:51 292241, 29358. 32:43 33:07
321.8775 33:24 270295. 25468. 33:09 33:39
331.9202 32:17 1962866, 200739. 32:01 32:32
331.9202 32:48 1968466, 196379, 32:34 33:04
333.9171 32:16 2389832, 235848. 32:01 32:31
333.9171 32:49 2486903, 234344, 32:34 33:05
327.8683 32:53 497352, 49801, 32:37 33:08
327.8683 32:53 497352, 49801, 32:37 33:08
303.8864 23:55 434169. 60779. 23:43 24:10
305.8834 23:;55 539095. 73315. 23:42 24:09
303.8864 23:55 434169, 60779. 23:43 24:10
303.8864 30:43 369966, 36944, 30:29 30:58
303.8864 35:36 322473, 43187, 35:23 35:49
305.8834 23:55 539095, 73315, 23:42 24:09
305.8834 30:43 469257, 49433, 30:28 30:58
305.8834 35:36 398569, 51285, 35:24 35:50
315.9261 30:41 3380093, 354896. 30:26 30:56
317.9230 30:41 4087030. 428940. 30:26 30:56
303.8864 30:43 369879. 36942, 30:29 30:58
305.8834 30:43 469062, 49427, 30:29 30:58
315.9261 30:41 3380045, 354894. 30:26 30:56
317.9230 30:41 4087030. 428940, 30:26 30:56
355.,8368 42:04 1259811, 324243, 41:51 42:19
357.8337 42:04 793481, 205520, 41:54 42:19
355,8368 38:42 1065453, 183496, 38:32 38:57
355.8368 41:25 1171692. 289290. 41:18 41:36
355.8368 42:04 1258473, 324243, 41:57 42:19
357.8337 38:42 682481, 118208. 38:33 38:57
357.8337 41:25 746884, 186670, 41:18 41:37
357.8337 42:04 793481, 205520. 41:54 42:19

Page 3082 of 3740

amount

2629

= f (reponse)

Noise La
Value Pe

46.
52,
46.
46 .
46 .
46 .
46,
46 .
52.
52.
52.
52,
52.
52.
30.
30,
24,
24,
134.
134.
144.
144.
111.
111.
114.

114

49,
49,
26.
28.
26.
26.
26.
28.

28

28.
18.
14.
45,
52.
34,
53.
44,
48,
44,
44,
44 .
48.
48,
48,

NNMNNMNONNMPENNMNNDDNMNNMOMMNNNERLODENMNMOMNNNNNMOMNNMNMNONMOMNNNOMNNONNNNDRER

Lab

mmmmmm)—l)—\mmmmmmmmmmmml—-l—'ml—‘mmmmmmmmmmmmmmmmmmmmmmmml—ll—lm

o)l
Q

(e sjelee ool e le o Nol+NoNo e Ne Ne NeoNeoNeoNoNoNeoNeoNoNeoReNeoNoNoRoNoNoNoNRoRe ReNoReReRe Re NoRe Re Reo e
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Integration
Baseline
AVV
AVV
ABV
ABV
AVV
AVB
AVV
ABB
ABV
ABV
AVV
AVB
AVB
ABB
AVV
AVV
ABV
AVV
AVV
AVV
AVV
AVV
AVV
AVV
ABV
AVV
AVV
AVV
ABV
ABV
ABV
ABV
ABB
ABV
ABV
ABB
AVV
ABV
ABV
ABV
AVV
ABV
AVV
AVV
ABV
ABV
AVV
ABV
ABV
AVB



367.
369,
355.
355.
357.

357

367.
.8734
339,
341,
339.
339.
339,
339,
341,
341.
.8396

369

341

341,
351.
.8824
.8793
.8793

351
353
353

339,
339,
341.
341,
.8824

351

351.
.8793
.8793
389.
391,
389.
389.
389.
389.
391.
391,
.7931

353
353

391

391.
401.
401,
401.
.8327
.8327
. 8327

403
403
403

389.
389.
389.
391,
391.
L7931
401.
401.
401.
. 8327
.8327
.8327
.8021

391

403
403
403
373

375.
.8021
.8021
.8021
.8021
.8021
.8021
.7990

373
373
373
373
373
373
375

8765
8734
8368
8368
8337
8337
8765

8427
8396
8427
8427
8427
8427
8396
8396

8396
8824

8427
8427
8396
8396

8824

7961
7931
7961
7961
7961
7961
7931
7931

7931
8358
8358
8358

7961
7961
7961
7931
7931

8358

8358
8358

7990

41

41

40:
40:
36
39:
40:
42
36:
39:
: 55

40

42,
39:
40:
39:
40:
39:
40:
39:
40
39:
40:
39;
154
: 01
: 01

40
44
44

44,
45:
45:
112

46

44 ;
45
148

45

46:
:39

45

45
: 11

46

45
45;
46
45
45
112

46

45:
45:
46:
45:
45
46:
45
45:
:11
44
44
121

46

43

44
44
45
46
46
121

43

124
41:
471:
42
471
42
41
124

24
25
04
25
04
24

55
55
12
46
55
11
12
46

11
45
54
45
54
46
55
46
55
45
54
45

01
40
48

01
40

12

47

39
47
11
40
48

40
48
12
39
47
11
39
47

44
44

36
44
29
29
37

2309431.
1442648.
1171050,
1249630.

746466 .
789227,
2309073,
1442648
2059985.
1317600.
2027134,
2041774,
2060428,
1743184.
1266086.
1291573.
1318953.
1097621,
3403105.
3773407,
2098082,
2295944,
2040683,
2058356.
1291391,
1316874.
3402711.
3770884 .
2098082,
2301058.
1564498.
1236904 .
1564498,
1415135.
1357678,
1485790.
1236904.
1117734.
1082363,
1171045.
2455979,
2380260.
2699667,
1940224,
1878903.
2082530.
1415170.
1357731.
1485845,
1118737.
1081552,
1170550,
2453281,
2377591.
2693757.
1940136.
1878828.
2082476,
2571539.
2031656,
2208821.
2354477.
2571539,
2289194.
1894293.
1769587,
1764303.

587981.
362078.
289260.
323950.
186653.
205371.
587966 .
362078,
493931,
318775,
300904,
440532,
493931.
425977.
190109.
277777 .
318775.
272562.
740152,
902970.
442725,
542228.
440509,
493840.
277769,
318733,
740134.
902874.
442725,

542188

425445,
342040.
425445,
3538009.
337030.
360517,
342040.
279914,
265058,
279992,
604965,
597697.
658136.
483578,
473842,
505495.
353812,
337033.
360519,
279859,
265011.

279968

604848 .
597548,
657893,
483573,
473837.
505493.
658365.
523556,
602467,
630247.
658365.
582616.
451327,
409990.
478289.

41
17

41

471

41:

.

41 :

41

41:
41

40:

H

40:

36

39:
40:
: 55

41
36

39:
40:
41
39:

40:

.

39:
40:
39:
40:
39:

40

39:
40;
39:
40;
43
43
43
45

45

46
43:
45:
45
46
45
+43
45:
45:
45;
46
45;
45;
103
124

45

46
45

45

46
45

45
45
45
143

45

46
44,
44,
43:14
44:27
44:40
45:16
46:21
46:33
43:12

13

18
57
18
55
15
17
47
48
01
31
42

01
35
40
56
34
46
36
45
36
48
35
48
35
46
36
45
55
54
55
33
44
03
54
34
44
03
23

59
30
43
0l
33
44

44
03
29
43
59
32

01
40
40
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41:37
41:
41:
42

41

42

41

41
41

42

32
36
19
37
19
37

132
: 05
41
36:
39:
41:

36
39:
: 05
126
39:
110

41
42

41

39:
41
39:
41:
39:

41

41

41

44

44
45
46
46
45
45
46

05
27
58
05
26
27
57

55

58
07
58
05
57

: 05
39:
:10
39:
: 10
44
114
44,
45
46
46;
14

55
58
16
16
44
03
27

44

: 03
: 25

45

46

46
144
: 03
46:
144
: 03

45
46

45
46
46

45

45
46

45

46

44
44
43
44

43
59
23
43
01
26

27

125

43
59
23
43

: 01
46
:59
: 59
127
:40
44
45
46:33
46:53
43:27

26

59
44

30.
16.
62,
62.
47,
47.
53.
38.
59.
60.
59.
59.
59.
59.
60.
60.
60.
60.
58.

58

19.
19.
85,
85,
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TestAmerica Knoxville Dioxin GC/MS Continuing Calibration Review / Narrative Checklist

Method: 8290/8290A - KNOX-ID-0004-R16

Start MassRes, v: | 2] S/, Ver Filename: | £/ ¢ O G I +53 Tust; ol (-
End Mass Res, v 4:0 H Win Filename: ICAL Date; -4 5

Col Perf Filename:

Ind Ver Filename:

\
A7

AORIgS]

Review Itéms

| N/A

No

If No, why is data reportable?

2nd
Level

1,

Was the mass resolution documented at both the beginning and end of the
12 hour shift?

2.

Was the instrument resolution >10,000 (<100 ppm) on PFK m/z 304.9824
and m/z 380,9760 (MAT) and > 10,000 on

FC43 m/z 313.9838, 351.9802 and 363.9807?

FC43 m/z 313.9838, 351.9802 and 375.98027

FC43 m/z 375.9802, 401.9770 and 413.9770?

FC43 m/z 413.9775, 425.9770 and 463,97387

FC43 m/z 425,9775, 463.9743 and 501.9706? (DFS)

. Was the measured exact mass of m/z 380.9760 (PFK) or 363.9807 (FC43)

within 5 ppm at reduced accelerating voltage?

Was date/time of analysis verified between analysis header and logbook as
correct?

Was the Window Defining Mixture analyzed and the MID switchpoints set
to encompass the retention time windows of each congener group?

Was the Column Performance solution analyzed and the %Valley <25 for
separation between 2378-TCDD/F and the closest eluting non-2378 isomer
on their respective columns?

Was DoD Performance check criteria met? Identification of all first and last
eluters of the eight homologue retention time windows and documentation
by labeling (F/L) on the chromatogram. Absolute retention times for
switching from one homologous series to the next > 10 seconds for all
components of the mixture,

Were continuing calibrations performed at the beginning and end of the 12-
hour period, with successful mass resolution and GC resolution
performance checks?

Were the response factors calculated for each labeled standard and
unlabeled native analyte using the SOP specified reference compound
(Table 3), quantitation ions (Table 21), and formula (Section 10.2.7)?

. Are the measured RRFs for each compound within the specified control

limits in Table 7 for all PCDDs/PCDFs?

. Are the relative retention times of all PCDDs/PCDFs and all labeled

compounds within the limits specified in Table 3?

. Are all S/N ratios >10 for the GC signals in each EICP (extracted ion

chromatographic profile) including internal standards?

13.

Are the ion abundance ratios for all labeled and unlabeled analytes within
the control limits specified in Table 22 of the SOP?

14,

If manual integrations were performed, are they clearly identified, initialed
and dated?

135.

Were before/after chromatograms reviewed to determine whether the
software and manual integrations were appropriate?.

16.

Were manual integrations documented properly?

17,

If criteria were not met, was a NCM generated, approved by supervisor, and
copy included in folder?

AN

. Does the CCAL folder contain complete data in the following order; Data

review checklist, a complete runlog, CCAL summary, Ratio summary,
Calculation summary, PFK/FC43 resolution/peak match documentation;
Total RIC, EICP's and manual integration - for window and all standards?

NISNNSNININNINN TN N NN Y

N -

b

Analyst:

Cloe [Date: $-1 =15

2nd Level Reviewer ¢

] Date

\

&N

Comments:

Comments:

I B
| ™

Eq

v

Page 3085 of 3740

ID022R26.doc, 061616



T | g

1669 of 2308

37
TESTAMERICA KNOXVILLE
SPECIALTY ORGANICS INSTRUMENT DFS 1
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TestAmerica

Knoxville

CCAL ID:
CCAL Filename:
CCAL Sample ID:

CCAL Result Dir:

89943 -

IsoCalc Continuing Calibration Report

PCDD/PCDF by EPA Method B8290A w/13C~OCDF

D116081783

d1160817s3

4966141

/2016081783/d116081783.d

ICAL Date:
Method:
Instrument:

Column SN:

04/09/15

9A0

D11A

DX8290A

1379922

16700f%308

CCAL Date/Time: 08/17/16 22:05 Column Desc: Rtx-5 60m x 0.32mm ID X 0.25um
m/z's Ion Calc
Forming Abund Conc ICAL CCAL QC
Analytes Ratio Ratio QC Limits (ng/mL) RF RF %D Limit Valid?
2,3,7,8-TCDD M/M+2 0.80 0.65-0.89 9,6 1.144 1.095 -4.3 20.0 True
2,3,7,8-TCDF M/M+2 0,77 0,65-0.89 8.9 1.066 0.946 -11.2 20.0 True
1,2,3,7,8-PeCDD M+2/M+4 1.57 1.32-1.78 51 1,060 1.075 1.4 20.0 True
1,2,3,7,8-PeCDF M+2 /M+4 1,55 1 -1.78 48 1.179 1,142 -3.2 20.0 True
2,3,4,7,8-PeCDF M+2/M+4 1.55 1,32 .78 48 1.115 1.076 -3.4 20.0 True
1,2,3,4,7,8-HxCDD M+2/M+4 1,23 1.05-1,43 45 1.131 1.018 -10.0 20.0 True
1,2,3,6,7,8-HxCDD M+2/M+4 1.23 1.05-1.43 45 1.116 0.994 -11.0 20,0 True
1,2,3,7,8,9-HxCDD M+2/M+4 1,23 1.065-1,43 44 1.205 1.060 -12.1 20.0 True
1,2,3,4,7,8-HxCDF M+2/M+4 1.24 1.05-1.43 45 1.350 1.221 ~-9.6 20,0 True
1,2,3,6,7,8-HxCDF M+2/M+4 1,24 1.056-1.43 45 1,242 1,109 -10.7 20.0 True
2,3,4,6,7,8-HxCDF M+2/M+4 1,25 1.,05-1,43 45 1.241 1,125 -9.4 20.0 True
1,2,3,7,8,9-HxCDF M+2 /M+4 1.26 1.065-1,43 44 1.262 1,099 ~-13.0 20,0 True
1,2,3,4,6,7,8-HpCDD M+2/M+4 1.04 0.88-1.20 45 1,114 1.010 -9.,3 20,0 True
1,2,3,4,6,7,8-HpCDF M+2/M-+4 1.04 0.88~1.20 46 1,461 1.350 -7.6 20.0 True
1,2,3,4,7,8,9-HpCDF M+2/M+4 1.05 8-1.20 47 1.370 1.291 -5.8 20.0 True
OCDD M+2/M+4 0.89 ~-1.02 95 1,203 1.147 -4,7 20.0 True
OCDF M+2/M+4 0.91 -1,02 84 1,134 0.955 -15.8 20.0 True
13C-2,3,7, 8-TCDD M/M+2 0.79 0.65-0.89 96 1,093 1.045 -4.4 30.0 True
13¢-2,3,7,8~-TCDF M/M+2 0.77 65-0,89 86 1,794 1.549 -13.7 30.0 True
13¢-1,2,3,7,8-PeCDD M+2/M+4 1.60 1.32-1.78 101 0.800 0.806 0.8 30.0 True
13¢-1,2,3,7,8-PeCDF M+2/M+4 1.56 1.32-1.78 98 1.356 1.331 -1.9 30.0 True
13C-2,3,4,7,8-PeCDF M+2/M+4 1.58 1.32-1,78 101 1.343 1,355 0.9 30.0 True
13¢-1,2,3,4,7,8-HXxCDD M+2/M+4 1.29 1.05-1.43 100 0.916 0.918 0.2 30.0 True
13C-1,2,3,6,7,8-HxCDD M+2/M+4 1.25 1.05-1,43 105 0.906 0.950 4.9 30.0 True
13C-1,2,3,4,7,8-HXCDF M/M+2 0.53 .43-0,59 87 1.268 1.109 -12.6 30.0 True
13¢-1,2,3,6,7,8~HxXxCDF M/M+2 0,52 0,43-0.59 86 1.506 1,298 ~-13.8 30,0 True
13C-2,3,4,6,7,8-HXCDF M/M+2 0.52 0.43-0.59 87 1.344 1.167 -13.1 30.0 True
13C-1,2,3,7,8,9-HXCDF M/M+2 0.52 0.43-0.59 82 1,202 0.983 -18.2 30.0 True
13C-1,2,3,4,6,7,8-HpCDD M+2/M+4 1.07 0,88-1,20 107 0,728 0.783 7.5 30.0 True
13C-1,2,3,4,6,7, 8-HpCDF M/M+2 0.46 0.37-0.51 84 1.008 0.851 -15.6 30.0 True
13C-1,2,3,4,7,8, 9~-HpCDF M/M+2 0.44 0.37-0.51 86 0.811 0.699 -13.,7 30.0 True
13C~-0CDD M+2/M+4 0.89 0,76-1.,02 220 0,597 0.659 10.2 30,0 True
13C~-0OCDF M+2/M+4 0,89 0.76-1,02 194 0,946 0.917 -3.1 30.0 True

Printed: 08/17/16 23:16
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TestAmerica IsoCalc Continuing Calibration Report

Knoxville PCDD/PCDF by EPA Method 8290A w/13C-OCDF
CCAL ID: 89943 - D116081783 ICAL Date: 04/09/15
CCAL Filename: d1160817s83 Method: 9A0 - DX8290A
CCAL Sample ID: 4966:41 Instrument: D11A
CCAL Result Dir: /20160817s3/d1160817s83.d Column SN: 1379922
CCAL Date/Time: 08/17/16 22:05 Column Desc: Rtx-5 60m x 0,32mm ID x 0,.25um
ICAL CCAL RT ICAL CCAL RRT
Analytes RT RT Diff RRT RRT QC Limit Valid?
2,3,7,8-TCDD 30:41 32:58 137 1.002 1.002 -
2,3,7,8-TCDF 28:42 30:50 128 1.001 1.002 -
1,2,3,7,8-PeCDD 40:33 41:26 53 1,000 1.000 -
1,2,3,7,8-PeCDF 38:44 39:48 64 1.000 1.001 -
2,3,4,7,8-PeCDF 40:01 40:56 55 1.001 1.000 -
1,2,3,4,7,8-HxCDD 44:;50 45:40 50 1.000 1.000 -
1,2,3,6,7,8-HxCDD 44:57 45:47 50 1.000 1.000 -
1,2,3,7,8,9-HxCDD 45:20 46:12 52 1.009 1.009 -
1,2,3,4,7,8-HxCDF 43:49 44:35 46 1.000 1.000 -
1,2,3,6,7,8-HxCDF 43:56 44144 48 1.000 1.001 -
2,3,4,6,7,8-HxCDF 44:39 45:29 50 1,000 1.000 -
1,2,3,7,8,9-HxXCDF 45:36 46:29 53 1,000 1.000 -
1,2,3,4,6,7,8-HpCDD 49:38 50:43 65 1.000 1,000 -
1,2,3,4,6,7,8-HpCDF 47:58 48:59 61 1.000 1.000 -
1,2,3,4,7,8,9-HpCDF 50:17 51:19 62 1,000 1.000 -
OCDD 53:54 5442 48 1.000 1,000 -
OCDF 54:02 54:50 48 1.000 1.000 -
13¢-2,3,7,8-TCDD 30:38 32:55 137 1.017 1.016 -
13¢-2,3,7,8-TCDF 28:40 30:46 126 0.951 0.950 -
13¢-1,2,3,7,8-PeCDD 40:32 41:25 53 1.346 1.279 -
13¢-1,2,3,7,8-PeCDF 38:43 39:46 63 1.285 1.228 -
13C-2,3,4,7,8-PaCDF 39:59 40:55 56 1,327 1.264 -
13¢-1,2,3,4,7,8-HxCDD 44:49 45:39 50 0.989 0.988 -
13C-1,2,3,6,7,8-HxCDD 44:56 45:46 50 0.992 0.991 -
13¢-1,2,3,4,7,8-HXCDF 43:48 44:34 46 0.966 0.965 -
13¢-1,2,3,6,7,8-HxCDF 43:55 44142 47 0.969 0.968 -
13¢-2,3,4,6,7,8-HxCDF 44:38 45:28 50 0.985 0,984 -
13C-1,2,3,7,8,9-HxCDF 4535 46:28 53 1,006 1.006 -
13¢-1,2,3,4,6,7,8-HpCDD 49:37 50:42 65 1.095 1,098 -
13C-1,2,3,4,6,7,8-HpCDF 47:56 4858 62 1,058 1,060 -
13¢-1,2,3,4,7,8,9~HpCDF 50:16 51:18 62 1.109 1.111 -
13C-0CDD 53:53 54:41 48 1.189 1.184 -
13C~-OCDF 54:01 54:49 48 1.192 1.187 -

Printed: 08/17/16 23:16 CCAL_I%Lagég30¥EFO$g740/07/2009 Page 1 of 1
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TestAmerica IsoCalc Continuing Calibration Report

Knoxville PCDD/PCDF by EPA Method 8290A w/13C-OCDF

CCAL ID: 89943 -~ D116081783

WIN Filename: d1160817s3 Method: 9A0 - DX8290A
WIN Sample ID: 4966:41 Instrument: D11A
WIN Result Dir: /2016081783/d116081783.d Column SN: 1379922
WIN Date/Time: 08/17/16 22:05 Column Desc: Rtx-5 60m x 0.32mm ID x 0.25um

Window Defining First/Last Eluter Retention Times

First Hluter Last Eluter
Analyte Refarence M/ % Ref RT RT RRT RT RRT
Total TCDD 13C-2,3,7,8-TCDD 320 32:55 26:36 0,8081 35:46 1.0866
Total TCDF 13¢C¢-2,3,7,8-TCDF 304 30:46 23:59 0.7795 35:40 1.1593
Total PeCDD 13¢-1,2,3,7,8-PeCDD 356 41:25 38:44 0.9352 42:04 1.0157
Total PeCDF 13C-1,2,3,7,8-PeCDF 340 39:46 36:15 0.9116 42:12 1.0612
Total HxCDD 13C-1,2,3,6,7,8-HXCDD 390 45:46 44:02 0.9621 46:12 1.0095
Total HxCDF 13C-1,2,3,4,7,8-HXCDR 374 44:34 43:20 00,9723 46:37 1.0460
Total HpCDD 13¢C-1,2,3,4,6,7,8~-HpCDD 424 50:42 49:31 0.9767 50:43 1.0003
Total HpCDF 13¢-1,2,3,4,6,7,8-HpCDF 408 48:58 48:59 1.0003 51:19 1.0480
OCDD 13C-0OCDD 458 54:41 54:42 1.0003 54:42 1,0003
OCDF 13C-OCDF 442 54:49 54:50 1.0003 54:50 1,0003
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TestAmerica IsoCalc Preliminary Sample Report
Knoxville PCDD/PCDF by EPA Method 1613B (w/13C-OCDF)
Workorder 4966:41 Prep Batch Lot No
Data File /20160817s3/d1160817g3.d Prep Date SDG No
Analysis ID 180435 Prep Exp Date Date Received
Analysis Date 8/17/2016 Matrix UNKNOWN Date Sampled
Analysis Time 22:05 Initial Wt/Vol Lims Test Code
Anal Exp Date Extract Vol Method DX1613B
Instrument D11A Dil Factor 1,00 Code F80
Analyst LKM
Conac DL
Analyte RT Area Height RF std Amt Amount Rec (ng/mL) (ng/mnL)
2,3,7,8-TCDD 32:58 812430 78653 1,144 10.00 9.574970 85.75 9.574970 E 0.0354
Total TCDD 3514062 397512 1,144 50.990278 50.990278 E 0.0354
2,3,7,8-TCDF 30:50 1040734 105505 1,066 10.00 8.878649 88.79 8.878649 E 0.0116
Total TCDF 2124305 289030 1,066 27.001395 27.0013%85 E 0,0116
1,2,3,7,8-PeCDD 41:26 3075592 760806 1,060 50.00 50.693371 101.39 50.693371 E 0.0180
Total PeCDD 6206251 1330288 1,060 152,987754 152.987754 E 0.0190
1,2,3,7,8-PeCDF 39:48 5396492 1134700 1,179 50.00 48,416435 96.83 48.416435 R 0.0148
2,3,4,7,8-PeCDF 40:56 5178021 1246529 1,115 50,00 48.280918 96.56 48.,280918 E 0.0133
Total PeCDF 9633127 1862707 1,147 184,766633 184,766633 E 0.0140
1,2,3,4,7,8-HxCDD 45:40 3017387 760891 1.131 50.00 45,006284 90.01 45.006284 E 0.0258
1,2,3,6,7,8-HxCDD 45347 3049895 757424 1,116 50.00 44.521793 89.04 44.521793 E 0.0257
1,2,3,7,8,9-HxCDD 46:12 3196708 762558 1,205 50.00 43.,968521 87.94 43,968521 E 0,0240
Total HxCDD 3369039 878358 1,151 182.026075 182,026075 E 0.0252
1,2,3,4,7,8-HxCDF 44:35 4372645 1151169 1,350 50.00 45.217675 90.44 45,217675 E 0.01e67
1,2,3,6,7,8~HXCDF 44:44 4649072 1141566 1.242 50.00 44.668490 89,34 44,668490 E 0.0168
2,3,4,6,7,8~-HXCDF 45:29 4239322 1065926 1,241 50,00 45,313947 90.63 45,313947 E 0,0184
1,2,3,7,8,9-HxCDF 46:29 3488332 829782 1,262 50.00 43,523507 87,05 43.523507 E 0.0229
Total HxCDF 7462409 1908046 1,274 258.342506 258.342506 B 0.0184
1,2,3,4,6,7,8-HpCDD 50:43 2553291 530423 1.114 50.00 45.342813 90.69 45.342813 E 0.0249
Total HpCDD 2686757 536529 1,114 93.055792 93.055792 E 0,0249
1,2,3,4,6,7,8~-HpCDF 48:59 3712356 783636 1,461 50,00 46.214306 92.43 46.,214306 E 0.0177
1,2,3,4,7,8,9-HpCDF 51:19 2916153 639207 1.370 50,00 47,102257 94.20 47,102257 E 0.0221
Total HpCDF 1.416 93.316563 93.316563 E 0.0197
OCDD 54:42 4878131 1285831 1,203 100.0 95.,319784 895,32 95.319784 E 0.0173
OCDF 54:50 5657827 1498832 1,134 100.0 84.216874 84.22 84.216874 E 0.0126
13C~2,3,7,8~TCDD 32:55 7419978 709368 1,093 100.0 95.,634938 95,63 95,634938 0,0272
13C-2,3,7,8-TCDF 30:46 11000277 1152714 1,794 100.0 86.326991 86.33 86.326991 0.0135
13c-1,2,3,7,8-PeCDD 41:25 5724217 1428491 0.800 100.0 100.761408 100.76 100.761408 0.0177
13C-1,2,3,7,8-PeCDF 39:46 9452678 1997269 1.356 100.0 98,132143 98.13 98.132143 0.0288
13¢-2,3,4,7,8-PeCDF 40:55 9622369 2338035 1.343 100.0 100.892691 100.89 100.892691 0.0291
13C-1,2,3,4,7,8~HXCDD 45:39 5927258 1498480 0.916 100.0 100.193593 100.19 100.193593 0.0270
13¢-1,2,3,6,7,8-HXCDD 45:46 6138563 1523163 0,906 100.0 104.862010 104.86 104,862010 0.0273
13C-1,2,3,4,7,8-ExCDF 44:34 7160811 1893835 1,268 100.0 87.403178 87.40 87,403178 0.,0178
13¢-1,2,3,6,7,8-HxXCDF 44:42 8382565 2044509 1.506 100.0 86.198074 86.20 86.198074 0.0150
13¢~2,3,4,6,7,8~-HXCDF 45:28 7539402 1875584 1,344 100,0 86.850009 86.85 86.850009 0.0168
13¢-1,2,3,7,8, 9-HXCDF 46:28 6350633 1480753 1,202 100,0 81.789999 81.79 81.789999 0,0188
13¢-1,2,3,4,6,7,8-HpCDD 50:42 5056099 1054134 0,728 100.0 107.462410 107.46 107.462410 0,0117
13¢-1,2,3,4,6,7,8-HpCDF 48:58 5498172 1159648 1,008 100.0 84.440033 84,44 84.440033 0,0314
13C-1,2,3,4,7,8,9~HpCDF 51:18 4517917 991631 0.811 100.0 86.269424 86.27 86.269424 0.0390
13C~-0CDD 54:41 8508196 2213755 0,597 200.0 220,498020 110.25 220.498020 0.0180
13C-0OCDF 54:49 11845006 3085770 0.946 200.0 193.847975 96.92 193.847975 0.0205
37Cl4-2,3,7,8~-TCDD 32:59 825773 80242 1,233 10.00 9.427731 94,28 9.427731 E 0.0197
13¢-1,2,3,4~TCDD 32:23 7101682 690122 1,000 100.0 100,000000 100.00 100.000000 0.0297
13¢-1,2,3,7,8,9-ExCDD 46:11 6459335 1558314 1.000 100.0 100.,000000 100.00 100.000000 0.0247
Printed: 08/17/16 23:19 1527 Page 1 of 1
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TestAmerica IsoCalc Preliminary Peak Report
Knoxville PCDD/PCDF by EPA Method 1613B (w/13C-OCDF)
Workorder 4966:41 Prep Batch Lot No
Data File /2016081783/d1160817s3 Prep Date SDG No
Analysis ID 180435 Prep Exp Date Date Received
Analysis Date 08/17/16 22:05 Matrix UNKNOWN Date Sampled
Anal Exp Date Initial Wt/Vol Lims Test Code
Instrument D1l1A Extract Vol Method DX1613B
Analyst LKM Diluton Factor 1,00 Code F8o
View Small Peaks? False View deleted peaks? False
Mass Peak Name RT Pred RT A Area 1 Area 2 Heightl Height2 Ratio Integration Flags
304 303.9016 305.8987 303.9016 305.8987 0.65-0.89
Noige 00:00 00:00 0 70 73 28 29 0.97 * /
Unidentified 23:59 00:00 0 525003 679652 70404 93041 0.77 ABV/ABV
2,3,7,8-TCDF 30:50 31:01 -11 453098 587636 45599 59906 0.77 AVV/AVV M
Unidentified 35:40 00:00 0 403261 516389 55599 69986 0.78 ABB/ABB
316 315.9419 317.9389 315,9419 317.9389 0.65-0.89
Noise 00:00 00:00 0 115 53 46 21 2.19 * /
13¢-2,3,7,8-TCDF 30:46 31:00 -14 4788953 6211324 515528 637186 0.77 ABV/AVV
320 319.8965 321.8936 319.8965 321.8936 0.65-0.89
Noise 00:00 00:00 0 143 145 57 58 0,98 * /
Unidentified 26:36 00:00 0 334965 432731 41359 54220 0.77 ABV/ABV
Unidentified 32:27 00:00 0 314116 417370 33197 40930 0.75 ABV/ABV
Unidentified 32:42 00:00 0 295168 367232 28154 35604 0.80 AVV/AVV DM
2,3,7,8-TCDD 32:58 32:42 16 360511 451919 35314 43339 0.80 AVV/AVB M
Unidentified 33:32 00:00 0 334699 422876 32720 41142 0.79 AVV/AVV
Unidentified 35:46 00:00 0 264465 330440 39319 50867 0.80 ABB/ABB
328 327.8847 327.8847
Noise 00:00 00:00 0 168 67
37Cl4-2,3,7,8-TCDD 32:59 32:42 17 825773 80242 AVV M
332 331.9368 333.9338 331,9368 333.9338 0.65-0.89
Noise 00:00 00:00 0 120 85 48 34 1.41 * /
13C-1,2,3,4-TCDD 32:23 32:14 9 3183999 3917683 307438 382684 0,81 AVV/AVV
13¢-2,3,7,8-TCDD 32:55 32:40 15 3266901 4153077 312293 397075 0.79 AVV/AVY
340 339,8597 341.8567 339,8597 341.8567 1.32-1,78
Noige 00:00 00:00 0 180 168 72 67 1.07 * /
Unidentified 36:15 00:00 0 3224505 2093373 483620 312916 1.54 ABV/ABV
1,2,3,7,8-PeCDF 39:48 39:563 -5 3281406 2115086 690042 444658 1.55 ABV/ABV M
2,3,4,7,8-PeCDF 40:56 41:05 -9 3146768 2031253 753322 493207 1.55 ABV/ABV M
Unidentified 42:12 00:00 0 2638897 1676352 654908 411263 1.57 ABV/ABV
3562 351.9000 353.8970 351,9000 353.8970 1.32-1.,78
Noige 00:00 00:00 0 175 95 70 38 1.84 * /
13¢C-1,2,3,7,8-PeCDF 39:46 39:52 -6 5762573 3690105 1214166 783103 1.56 ABV/ABV
13C-2,3,4,7,8-PeCDF 40:55 41:03 -8 5893462 3728907 1433913 904122 1.58 ABV/ABV
356 355.8546 357,8516 355.8546 357.8516 1.32-1,78
Noige 00:00 00:00 0 170 118 68 47 1.45 /
Unidentified 38:44 00:00 0 1848002 1182903 314555 205473 1.56 ABV/ABV
1,2,3,7,8-PeCDD 41:26 41:35 -9 1878521 1197071 463500 297306 1.57 ABV/ABV M
Unidentified 42:04 00:00 0 1948770 1226576 501901 308359 1.59 ABB/ABB
368 367.8949 369.8919 367.8949 369.8919 1.32-1.78
Noilse 00:00 00:00 0 55 43 22 17 1,29 * /
13¢-1,2,3,7,8-PeCDD 41:25 41:34 -9 3518371 2205846 885346 543145 1.60 ABV/ABV
374 373.8208 375.8178 373.8208 375.8178 1.05-1,43
Noise 00:00 00:00 0 193 235 77 94 0.82 * /

Notes:
R = ratio is ocutside limits M
T = peaks outside comex limic D

Printed: 08/17/16

data changed manually
peak outside RT window
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23:19
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Peak
peak

not reported
outgide first/lasc

8
X

peak less than 2,5x §/N
peak has dup match

peakpliss 3851 6F 34t 2310
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TestAmerica IsoCalc Preliminary Peak Report oy
Knoxville PCDD/PCDF by EPA Method 1613B (w/13C-OCDF)
Workorder 4966:41 Prep Batch Lot No
Data File /20160817s3/d1160817g3 Prep Date SDG No
Analysis ID 130435 Prep Exp Date Date Received
Analysis Date 08/17/16 22:05 Matrix UNKNOWN Date Sampled
Anal Exp Date Initial Wt/Vol Lims Test Code
Instrument D11A Extract Vol Method DX1613B
Analyst LKM Diluton Factor 1.00 Code F8o
View Small Peaks? False View deleted peaks? False
Mass Peak Name RT Pred RT A Area 1 Area 2 Heightl Height2 Ratio Integration Flags
374 373.8208 375,8178 373,8208 375.8178 1.05-1.43
Unidentified 43:20 00:00 0 2258122 1834496 629626 515709 1.23 ABV/ABV
1,2,3,4,7,8-HxCDF 44:35 44:41 -6 2421487 1951158 636154 515015 1.24 ABV/ABV M
1,2,3,6,7,8-HxCDF 44 :44 44 :48 -4 2577315 2071757 627432 514134 1.24 AVB/AVV M
2,3,4,6,7,8-HxCDF 45:29 45:30 -1 2358485 1880837 592517 473409 1.25 AVV/AVV
1,2,3,7,8,9-HxCDF 46:29 46:26 3 1942441 1545891 462140 367642 1.26 ABV/ABV M
Unidentified 46:37 00:00 0 1869827 1499964 421337 341374 1.25 AVV/AVB
384 383,8639 385,8610 383.8639 385.8610 0.43-0.59
Noise 00:00 00:00 0 133 220 53 88 0.60 * /
13C-1,2,3,4,7,8-HxCDF 44 :34 44:40 -6 2475443 4685368 658699 1235136 0,53 ABV/ABV
13¢C-1,2,3,6,7,8~-HxCDF 44:42 44 :47 -5 2885292 5497273 706879 1337630 0.52 AVV/AVV
13C~2,3,4,6,7,8-HxCDF 45:28 45:29 -1 2572200 4967202 636626 1238958 0.52 AVV/AVV
13¢-1,2,3,7,8, 9-HxCDF 46:28 46:25 3 2183963 4166670 512830 967923 0.52 ABV/ABV
390 389.8156 391,8127 389.8156 391.8127 1.05-1,43
Noise 00:00 00:00 0 280 158 112 63 1.78 * /
Unidentified 44:02 00:00 0 1846633 1522406 475220 403138 1.21 ABV/ABV
1,2,3,4,7,8-HxCDD 45:40 45:41 -1 1663087 1354300 423539 337352 1.23 ABV/ABV
1,2,3,6,7,8-HxCDD 45:47 45:48 -1 1681130 1368765 416970 340454 1.23 AVV/AVV
1,2,3,7,8,9-HxCDD 46:12 46:10 2 1763078 1433630 425023 337535 1,23 AVV/AVV
402 401.8559 403.8529 401.8559 403.8529 1.05-1.43
Noige 00:00 00:00 0 253 133 101 53 1.91 * /
13C-1,2,3,4,7,8-HxCDD 45:39 45:40 -1 3340206 2587052 849518 648962 1.29 ABV/ABV
13¢-1,2,3,6,7,8-HxCDD 45:46 45:47 -1 3415625 2722938 849676 673487 1.25 AVV/AVV
13¢-1,2,3,7,8,9-HxCDD 46:11 46:09 2 3585745 2873590 868596 689718 1,25 AVV/AVV ;
408 407.7818 409.7788 407.7818 409.7788 0.88-1,20 ;
Noise 00:00 00:00 0 165 135 66 54 1.22 * /
1,2,3,4,6,7,8-HpCDF 48:59 48:47 12 1888804 1823552 401056 382580 1.04 ABV/ABV M
1,2,3,4,7,8,9-HpCDF 51:19 51:07 12 1492649 1423504 326211 312996 1.05 AVV/ABV M j
418 417.8250 419.8220 417.8250 419.8220 0.37-0.51 i
Noise 00:00 00:00 0 190 303 76 121 0.63 * / ;
13C-1,2,3,4,6,7,8-HpCDF 48:58 48:45 13 1731576 3766596 360892 798756 0.46 ABV/ABV
13C-1,2,3,4,7,8,9~-HpCDF 51:18 51:06 12 1387344 3130573 306941 684690 0.44 ABV/ABV
424 423.7767 425.7737 423.7767 425,7737 0.88-1.20
Noise 00:00 00:00 0 140 153 56 61 0.92 /
Unidentified 49:31 00:00 0 1360071 1326686 273630 262899 1.03 ABV/ABV
1,2,3,4,6,7,8-HpCDD 50:43 50:27 16 1303752 1249539 277182 253241 1.04 AVV/ABV M
436 435,8169 437.8140 435.8169 437.,8140 0.88-1.20
Noise 00:00 00:00 0 55 78 22 31 0,71 * /
13C-1,2,3,4,6,7,8-HpCDD 50:42 50:26 16 2611962 2444137 548457 505677 1.07 ABV/ABV
442 441.7428 443.,7399 441.7428 443.7399 0.76-1.02
Noige 00:00 00:00 0 90 130 36 52 0.69 * /
OCDF 54:50 55:00 -10 2699605 2958222 722104 776728 0.91 ABV/ABV M :
454 453.7830 455,7801 453,7830 455,7801 0.76-1.02
Notes:
T 7 paske ouceide conax Linit D - peck ovceiee MY window W - book POCGISROTLER e 1 Dotk less chan 2.5x o/
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TestAmerica IsoCalc Preliminary Peak Report
Knoxville PCDD/PCDF by EPA Method 1613B (w/13C-OCDF)
Workorder 4966:41 Prep Batch Lot No
Data File /20160817s3/d1160817a3 Prep Date SDG No
Analysis ID 180435 Prep Exp Date Date Received
Analysis Date 08/17/16 22:05 Matrix UNKNOWN Date Sampled
Anal Exp Date Initial Wt/vol Lims Test Code
Instrument D11A Extract Vol Method DX1613B
Analyst LKM Diluton Factor 1.00 Code F8o
View Small Peaks? False View deleted peaks? False
Mass Peak Name RT Pred RT A Area 1 Area 2 Heightl Height2 Ratio Integration Flags
454 453.7830 455.7801 453.7830 455.7801 0.76-1.02
Noise 00:00 00:00 0 93 210 37 84 0.44 * /
13C-0OCDF 54:49 54:59 -10 5575163 6269843 1454759 1631011 0.89 ABV/ABV
458 457.7377 459.7348 457.7377 459.7348 0.76-1.02
Noisge 00:00 00300 0 93 138 37 55 0.67 * /
OCDD 54:42 54:52 -10 2302927 2575204 609993 675838 0.89 ABV/ABV M
470 469.7780 471.7750 469.7780 471.7750 0.76-1.02
Noige 00:00 00:00 0 90 78 36 31 1.16 * /
13C-0CDD 54:41 54:51 -10 4007039 4501157 1049736 1164019 0.89 ABV/ABV

Notes:
R = ratio is outslde limits M = data changed manually
T = peaks outside comax limit D = peak outside RT window

Printed: 08/17/16 23:19

N =
W=

peak less than 2.5x S/N
peak has dup match

Pedk not reported S =
peak outsilde first/last X =

ek pgE B8IBF 74T 2220
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DFS Peak Matching results
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Page 1 of 1

Reports

22:04:06;
22;04:07:
22:04:07:
22:04:08:
22:04:08:
22:04:09:
22:04:10:
22:04:;10:
22:04:16;
22:04:19:
22:04:22;
22:04:25:;
22:04:28;
22:04;31;
22:04:34:
22:04:38:
22:;04:41;
22:04:44;
22:04:47:
22:04:48:
22:04:48:
22:04:48:
22:04:50:
22:04:51:

Peak matching procedure started

Reference mass:

Sample mass: 3

64.0

313,

98336

Finding reference mass
Finding sample

[1]
[2]
[3]
[4]
[5]
[6]
7]
[8]
(9]
[10]
[11]

363.
363,
363,
363,
363,
363.
363,
363.
363,
363.9788 amu,
363.9786 amu,

9783
9783
9783
9788
9787
9785
9780
9786
9797

mass

amu,
amu,
amu,
amu,
amu,
amu,
amu,
amu,
amu,

mean: 363,9783
mean: 363,9783
mean: 363,9783
mean: 363,9785
mean: 363,9785
mean: 363.9785
mean: 363.9784
mean: 363,9785
mean: 363,9786
mean: 363,978
mean: 363.978

SD: 0,01 mmu or: 0.02 ppm
SD: 0.01 mmu or: 0,02 ppm
SD: 0,25 mmu or: 0.70 ppm
SD: 0.25 mmu or: 0.68 ppm
SD: 0.22 mmu or: 0.61 ppm
SD: 0,28 mmu or: 0.78 ppm
SD: 0.27 mmu or: 0.74 ppm
SD: 0,49 mmu or: 1,35 ppm
6 SD: 0.47 mmu or: 1,28 ppm
6 SD: 0.44 mmu or: 1.22 ppm

Stop requested. Please walt for procedure to finish.

Peakmatching stopped

sromaere U -1k

Xcalibur rev. 2.0,

DC rev.

05-05

8/17/2016 10:04:59 PM
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